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Introduction 


A book intended to forward the knowledge of common, corporate and authorities on the 
possible synthesis, procedure to incur and materials used in production of illegal or possibly 
dangerous narcotic substances. 


The intention of this book is not the promotion and distribution of these dangerous products, 
rather only intended for educational purposes. 


Ecstasy 


MDMA 


This is a hypothetical synthesis for: 3,4-methylenedioxy-N-methylamphetamine. Or 
MDMA.HCI. Or Ecstasy. The synthesis as described 1. does not put off nasty fumes, 2. 
doesn't require suspicious chemicals, and therefore is 3. perfect for the clandestine chemist.| 
The synthesis itself can be performed in a series of weekends or in a straight shot.| If one 
were to follow this exactly - with no shortcuts - buying everything they're told - doing exactly 
what is written - they and they're friends will have a lovely spring.| For those who think they 
are better than the instructions as written - be prepared to screw it up at least 4 times before 
success (or you finally figure out I'm right). Be prepared to invest ~$800. Be prepared to 
read and learn. It's also a good idea when investing in chemicals to buy 5x what is needed 
for a synthesis - this way you can repeat it without buying it again. Read the whole thing 
before you start. There is some prep-work that can be done ahead of time, or while you're 
distilling. Good luck. 
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Overview: 


1. 


Distillation: of Natural Oil to obtain pure Safrole 
Rxn: Formaldehyde + Ammonium Chloride -> Methyl[Amine.HCl (MeAm.HCl) 


Rxn: Safrole -(Wacker Oxidation(PdCl2+Benzoquinone))-> MDP2P 
Distillation: of Reaction contents to yield pure MDP2P 


Rxn: MDP2P -(Al/Hg Amalgam (MeAm.HCl) -> MDMA oil 


Crystallization: (MDMA oil + HCl in IPA/Xylene) (anhydrous conditions) 


What you need: 


This list is the basics. Do not even start this without ALL the Chemicals and Apparatus. 


Apparatus and Glass: 


"The Organic Chem Lab Survival Manual’ by James W. Zubrick. (A must, 
throughout this text, pages from this book will be mentioned. ~32$) (and very 
handy pictures of glass set-ups) 


Distillation Apparatus (1x500mL and 1x1000mL Round Bottom Flask, 1x250mL 
Round Bottom Flask, condenser, distillation adapter, vacuum adapter, thermometer 
adapter) (Get Ground Glass Joints. These are the best. 19/22 or 24/40 - my first set 
was 19/22 - and is still used to this day.) 

Thermometer (0°C to ~300°C) 


Stand (Home Depot - (2x10in., flange, 2 ft. of “in pipe)) 


Clamp (Buy it. Trust me it's worth it) (for holding the glassware to the stand - 
these support several hundred dollars in glass - buy a nice one!) 
Hotplate/Stirrer combo (got to have it, it's worth it) (www.labx.com - spend $200) 


Magnetic stir bar (look on the Web) (teflon coated) 
Water Aspirator (or a good vacuum source. But aspirators are cheap <$20) 
Boiling Stones (for distillations. Small shards from a broken coffee mug) 


Tubing (about 1Oft. total (3 meters) - hardware store - vacuum tubing is better 
than dialysis tubing - but both will work) 
Vaseline (not much - for coating of the ground glass joints) 


Measuring Cups (Preferably pyrex, and in milliliters (mL)) 
10 various sized glass containers/bottles (250mL, 500mL, 1L, 2L etc) 


Scale (a three beam analytical balance is great - and can be found for less than 
$100 - www.balances.com - they can weigh as much as a kilo and as little as 0.1g 
- perfect!) 

pH paper (chemical supply) (just one roll will do - ~10$) (nothing specific, just 
need to tell the difference between an acid and a basic solution) 


Chemicals: 


Safrole (160g) (sassafras oil, yellow camphor oil) (Natural/Essential Oil distributor) 
Dimethylformamide (DMF) (350mL) (Diethylformamide or Formamide will work) 
p-Benzoquinone (Quinone, Benzoquinone) (120g) (Photoshop, or Chem supply) 


Palladium Chloride (PdClz2) (2g) (Photoshop, or chem supply) 


Methylene Chloride (DiChloroMethane, DCM) (this can be distilled from automotive 
solvents (just go into Nationwide, PepBoys, Sears, AutoZone And read the labels) Or 
a Liter can be bought from a Chem supplier.)(Zip-Strip furniture polish remover) 

Hg salt (1 gram of: HgCl2, Hg(NO3)2, Hg(OAc)2, HgCl, It can be anything, and 

1g should last you a long time.) 


Isopropyl Alcohol (IPA, Pharmacies 91% Isopropyl Alcohol will be available)(get 
+3L)(don't get the 70% stuff) (or you can get pure stuff from a chem supplier) 

Epsom Salts (Magnesium Sulphate) (MgSOa) (grocery store/pharmacy) (Spread out 
on a cookie sheet, and bake in the oven at 200°C for 3hr to dry them - pretty useless 
if you don't dry it) 


e Thick Al foil (heavy duty, or pie pans from the Grocery store) 
e Muriatic Acid (31.45% HCl)(Pool pH down, Driveway cleaner, ~3$/gallon) 


e Sodium Hydroxide (NaOH) (Drain Cleaner Crystals) (Read these labels, Get 
the stuff that is JUST NaOH.) (Red Devil Lye, Lye - Hardware Store) 


e Ammonium Chloride (NH4Cl) (Photo Store or Chem Supplier) 


e Paraformaldehyde (Hardware store) (called Mildewcide or DiGas - made by the 
same people who brought you Damp-Rid - hint-hint) 

e Peanut oil (this is a high boiling oil that we will use as an oil bath on 
the hotplate/stirring plate combo) 

e Acetone (for cleaning your glass and crystal work-up) (Paint Section of 
Hardware Stores) 

e Xylene (for crystallization) (paint section - thinner - get it specifically) 


Step 1. (4 hours) 


1. Distillation: of Natural Oil to obtain pure Safrole. 


A Comprehensive Description of This Step by Chromic 


Set up for a vacuum distillation like on page 53 of Zubrick. Always put a little Vaseline on the 
ground glass joints - this way they won't stick when you try to take them apart. Put as much 
Natural oil (Sassy, Camphor, ect) as you have, but not more than 300mL, into the 500mL Round 
Bottom Flask (RBF) with several Boiling Stones. Put one of your 250mL RB flasks as the 
receiving flask. Set up your Water Aspirator Vacuum, in the sink (this may require setting this up 
a day before - parts, trips to the plumbing store, etc.) and attach the vacuum hose to the 
aspirator and then to the vacuum adapter on the distillation set up. Start turning up the heat 
slowly! SLOWLY! The slower you do it, the better/purer your safrole will be. At normal pressure 
safrole boils at 232°C - but under your vacuum, it may boil at anywhere from 


110-160°C. Whatever temp it starts to come over at - make a note of it. And if the temp is 
higher than 160°C - check your seals on the tubing and glassware - More than likely there 
is a little leak. Remember that Vaseline! At the end of the distillation, you should have a 
water white oil that really refracts light - And has a lovely smell - a little like potpourri. 


Distillation set-up: Set up the distillation set-up on your bed, before you try to 
put it together on the stand. You will get a good idea about how the pieces go 
together, and become familiar with the fragility of the whole thing. Read 
Zubrick for advice about where to place the clamp. 


The Peanut Oil: A bow! with a flat bottom rests on the Hotplate. It is filled with 
Peanut Oil. The distillation flask sits in the bowl but not touching the bottom, so 
that the Hotplate heats the bowl, the bowl heats the Peanut Oil, the Peanut Oil 
heats the distillation flask. This is VERY effective. And will be perfect for all 
your distillation needs - especially if you do it under vacuum. 


Step 2. (2 hour work + 4 hours wait + 4 hours work) 


2. Rxn: Formaldehyde + Ammonium Chloride -> MethylAmine.HCl 
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In your 500mL RBFlask: Set up for distillation (not vacuum). In the distillation flask (your 


500mL RBFlask) put: 108g of NH4Cl, 120g Paraformaldehyde (molecular ratio 1:2, 
remember this when scaling up!) and 320 ml of water and several boiling stones. 
Start heating very SLOWLY. Remember to turn on the water in the condenser! 


At 80°C aclear solution was obtained. Heating continued - The temperature was 
maintained for four hours at 104°C (this temp is VERY important - if you overshoot it - don't 
worry - bring it back down and try to stabilize it at 104°C) Once you've got it at 104°C start 
the stopwatch and do it for 4 hours. At 104°C, a small amount of distillate will come over - 
very slowly - this is good. We are removing methylal, and methylformate from the reaction 
contents and therefore driving the reaction to the right - or getting more of what we want. 


After four hours and while the solution is still hot, set it up to vacuum distill (IE it's already 
set-up - now just add the vacuum hose!) - but don't turn on the vacuum yet. Turn up the 
heat. Within 30 minutes or so - liquid should start coming over - the internal temp of the 
mixture should not go over 200°C - Keep distilling off the liquid until Y2 of the solution 
remains - (IE distill off half of the solution.) Then, take your flask off the Hotplate and let it sit 
in an ice/water bath. Crystals should start to form in several minutes. Filter off these 
Ammonium Chloride Crystals. Now set up for distillation of the remaining liquid again - Add 
a couple more boiling stones. Distill off half of the remaining liquid. When half remains (or a 
Y% of the original solution), turn the vacuum on SLOWLY! VERY SLOWLY! - you don't want 
the whole mess of liquid jumping out at you. At some point the whole mass will crystallize 
into a yellow-white solid. This is ~95% MethylAmine.HCl, ~2% Ammonium Chloride, and 3% 
DiMethylAmine.HCl. This is fine for the next step. It may be a little wet, but if you let it 
crystallize hot (spontaneously in the flask with heat) it should be fairly dry. Seal it in a wide 
mouth jar until needed. 


As a way to check your product - if you live in a relatively humid area, you can 
put a crystal of your product on the table - walk away - and when you come 
back a small puddle of water will be on the table where your product was. 
MethylAmine.HCl is said to be HYGROSCOPIC. Another way is to put 20mL of 
water in a cup then add 5g of the NaOH to it. Stir to dissolve. Now, drop several 


crystals of your product into it - it should smell like rotting fish + ammonia. If you 
do the same with Ammonium Chloride, it will just smell like ammonia. 


You'll recover about 1/3 of the ammonium chloride for recycling and after a lot of 
evaporating. You'll get ~80g of pure (95%) MethylAmine.HCl, which corresponds to ~80% 
yield. Congrats. This can be stored at room temperature, forever. I've heard of people 
using 40+ year old MethylAmine.HCl with excellent results. 


Paraformaldehyde is the polymerized form of formaldehyde - but unlike most 
polymerization processes - this one is reversible - so Paraformaldehyde and 
formaldehyde can be interchanged at will. If all you can get is formaldehyde 
solution - remember that if its 37% formaldehyde then 100g of the solution 
contains 37g of formaldehyde - or just go ahead and change your amounts in the 
flask to - 324g of 37% Formaldehyde Solution, 108g NH4Cl, 205mL water. 


Step 3. (2 hours work + 7 hours wait + 1 hour work) 


3. Rxn: Safrole -(Wacker Oxidation (PdCl2+Benzoquinone))-> MDP2P 
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This step has been called the Wacker Oxidation. It uses PdCl2 as a catalyst to put and 
oxygen across a double bond. This step has been worked over many times so do not 
change the amounts for the fabled 'scale-up’. If you do this correctly, you will have 
more MDMA.HCI than you know what to do with. (Thanks Strike!) 


Procedure: 
Put the following into your CLEAN 1000mL RBFlask: 


300mL of dimethylformamide (DMF), 50mL of tap water, 120g of p-Benzoquinone 2g 
of Palladium Chloride (PdCl2), Magnetic Stir Bar. (PS - Don't skimp on the catalyst!) 


Start the stir bar on 'slow stir’. Mix 160g of Safrole and 50mL DMF in a cup/jar. Drip the 
Safrole/DMF Mix into the solution at room temp (30°C) over 30min time. After the addition, the 
solution was dark reddish orange. Almost black. Make sure the stir bar is spinning - Now 


- Walk away. Go to bed. Go somewhere else. Set your watch alarm to wake/remind you 
7 hours later. Note: This reaction requires NO additional heating! Just stir! 


Strikes comment: "After 4.5 h the solution will progress on its own to 45 T. 
Obvious exothermic reaction. After 7 h the solution will be back to ~30 T. 


The reaction mix was flooded with slightly acidic water (~50mL of Muriatic Acid (HCI) in 
1.5L of water). The oil fell out of solution to the bottom. It was black/blood red in color. This 
is when it's nice to have a Big Sep Funnel. 


Now we need to define several things. The upper layer (in this case!) Is the 
aqueous layer - IE it's the layer that contains the WATER - the bottom layer 
is the organic layer (in this case!). IE it contains oil and other ORGANIC type 
molecules (IE the stuff you want!). 


After you flood the reaction contents, shake the container to mix the solution, give it about 10 
minutes to settle - two layers will form. The upper aqueous layer was a lighter blood 

red/pink. The upper aqueous layer was decanted from the oil (IE it was poured off). The 
aqueous Layer was washed with 2x100mL DCM (Methylene Chloride / DiChloroMethane). If 
you can't see the layers, hold the container up to the light, so that the light shines through 
the container. Keep the DCM washes - They contain the goods. 


You now should have about 200mL total of DCM washes. You should also have about 
~100mL of the ‘Organic Layer’ that you separated from the reaction contents. Pour the 
DCM washes and the Organic layer together. Now wash the DCM/Organic layer with 
2x150mL 10% NaOH (30g NaOH in 270mL water). This will remove the other reaction by- 
product - hydroquinone. If you don't do this step the hydroquinone will clog your condenser 
when you try to distill. Keep the DCM/Organic layer. The NaOH layer (Aqueous: is still on 
top) can be tossed. (Thanks Osmium!) 


You can stop here and wait for another day - put the DCM/Organic Layer into the freezer. 


Define Washes - 100mL of DCM was poured into the aqueous layer and then 
the aqueous layer+DCM was shaken so the two would mix - then it was put 
down to Iet it settle out again. When it was settled (notice that the layer now is 
a different color) the aqueous layer was poured off again into another jar where 
it was washed again with another 100mL portion of fresh DCM = 2x100mL 
washes. 


Step 4. (4 hours work) 


4. Distillation: of Reaction contents to yield pure MDP2P 


Pour the DCM/Organic layer into your CLEAN 500mL RBFlask. Put several boiling stones 
in too. Set up for vacuum distillation. 


This time we are going to collect a particular fraction in the flask - there is DCM (BP 40°C), 
water (BP 100°C), DMF (153°C), safrole (232°C), ketone (BP est. ~290°C), and polymerized 
crap (BP ~300°C+) 


Now remember when we distilled the safrole? What temp did it come over for you? Well - that 
temp plus approximately 25°C is the temp that the ketone will come over under vacuum. 


For example, if your safrole comes over at 150°C, then the ketone will come over at 175°C. 
If your safrole comes over at 130°C then your ketone will come over at 155°C. Get it? 


WEIGH the receiving flask! Write the weight on a piece of tape and tape it to the flask! 


Start your vacuum distillation by first turning on your vacuum - if you remembered your 
boiling stones, then it will begin to boil immediately. This is the DCM coming off first. The 
boiling may be very vigorous, So watch it, and be prepared to vary the pressure so it won't 
fly into your receiving flask. Turn on the heat (Hotplate) SLOWLY! and let the temp climb to 
just over the temp at which safrole came over (SLOWLY: it should take at least 2 hours to 
reach that temperature - if you do it in under 2 hours you are going WAY to fast). You are 
going to have to change the flask, when the temp gets to above the safrole temp. This is a 
bit tricky, because you are going to have to release the vacuum. Release the vacuum at the 
pump/aspirator and change the flask quickly - you may just dump it out, rinse it once with 
acetone, or IPA (IsoPropylAlcohol) - and put it back. Start the vacuum immediately, but be 
careful here, because the Organic layer that you are distilling might jump out of the flask 
and into the receiving flask - so if you can - vary the vacuum so that the vacuum comes on 
GRADUALLY! (IE with an aspirator, turn on the water slowly.) The ketone oil is a clear 
white/yellow hint of green oil. Re-weigh the flask for your yield calculation - you should have 
over 100g of ketone. 


With an aspirator you can vary the vacuum when you are turning it on. You 
simply turn on the water slowly. IE Increase water pressure slowly. By turning 
it off, you can make water jump into the receiving flask because there is a 
‘vacuum’ in the distillation apparatus and it will suck water out of the aspirator - 
SO - when you turn off the vacuum, do so by removing the hose from the 
aspirator - while the aspirator is going. You can also vary the vacuum by 
removing the hose PARTIALLY - This will take some practice so play and 
have fun. 


Strike's excellent post read: "With high vacuum at 100-140°C ~18g safrole came over. 
At 166°C came over ~125g of ketone." When she did this method... 


Keep the ketone. Smell it. Look at it. Look at how it refracts light. For the brave: taste it. 
Note all of these 'properties' and remember - After you have judged its properties, put it in 
the freezer. Note: it won't freeze. It will become a very viscous liquid. 


If you try to distill the ketone at atmospheric pressure (no vacuum), you will get to about 
220°C and then the whole flask will polymerize. Total waste of effort, time, and 
precursors. So don't mess around and get a vacuum source. 


The ketone is unstable. It won't explode or anything, but if left to its own devices, it will 
rearrange. And then it will be useless. At room temp, it will rearrange in about a week - 
depending on where you live - if you keep it in the freezer - it can last months - 
FREEZER! After it's in the freezer you can stop for today. 


Step 5. 
5. Rxn: MDP2P -(Al/Hg Amalgam (MeAm.HCl) -> MDMA oil 


o + CH,NH, 
CT 


(Thanks Ritter, Osmium, Shulgin!) 


This is called the Al/Hg Amalgam. This process utilizes the electronegative properties of 
the Aluminum. Now, something that most people don't realize is that all aluminum is 
actually coated with Al2Os. This is the oxidized form of Aluminum. We will remove this part 
of the foil so that the aluminum can reduce the imine with elemental Al. 


This reaction actually has two parts. First, there is the ketone — imine condensation. This 
reaction reacts the ketone with methyl-amine to form an imine - water is produced as a 
product. Second, the imine is reduced (Hydrogen is added across the double bond) to the 
amine. The condensation really needs anhydrous (no water) conditions, and the reduction 
actually needs water - so there is a fine balance here - IE don't mess with the procedure. 


What you need to have prepared ahead of time: 
e CLEAN 500mL RBFlask. 
e 20g of thick aluminum foil cut into ~1cm squares. 


e 0.19 of Hg(salt) (any mercury salt will do, not Hg 
Metal) (Note: Hg=Mercury) 
e Disposal Jug (milk jug) 


e 1Lof Clean water 


e 25mL of 25% NaOH solution (dissolve 25g NaOH in 75g of water, then 25mL of it) 


50g of MethylAmine.HCl dissolved in 300mL of 91% Isopropyl Alcohol 
40g of 'ketone' dissolved in 50mL of 91% Isopropyl! Alcohol 
Cool water bath. (A milk jug with the top cut off) 


Ice (don't screw around, buy a bag) (or have at least several kilo's handy) 


Set up your stand and clamp so that, when the flask is clamped to the stand, the bottom of 
the flask is about 4 inches (10cm) from the table top. This is so that you can put the heating 
plate and stir bar combo under it. Have your thermometer already in its thermometer 
adapter so you can throw it in the flask at any second. 


Prepare the following, put them in a jar and have them ready at a moments notice: 
e 50g MethylAmine.HCl dissolved in 300mL 91% Isopropyl! Alcohol 
e 40g ‘ketone’ in 50mL of 91% Isopropyl Alcohol 


It is very important that these are ready before you start! Before you start! 


20g of All squares are put into the 500mL RBFlask. They are covered with ~350mL of H2O 
(water). 0.1g of Hg(salt) (or just a very small spatula) is placed in with the Al squares, and 
given a good stir. Amalgamation was allowed to proceed until there was the evolution of 
fine bubbles, the formation of a light grey precipitate, and the appearance of occasional 
silvery spots on the surface of the aluminum. (Thanks Dr. Shulgin!) 


Basically here the Al2O3 is being destroyed, the water is reacting with the AlzO3 
to form Al(OH)3 and He. This should take between 15 and 30 minutes. Just be 
patient. 


When amalgamation is complete, pour out the water into the milk jug. Pour in another 
~350mL of water and carefully shake the flask to stir up the contents. Pour it out into the 
jug. Do it again with another ~350mL of water. So basically, you wash the Al pieces with 
2x350mL of water. Dump out as much of the water as you can in 10 seconds or so - then 
immediately go to the next step - leave the Al foil in. 


This will remove most of the Hg from the solution. Don't worry, the Hg will be 
completely removed in the successive washes during the work up. If you let 
the Al squares sit in between washes, they will heat up and re-form the Al203 
in a matter of seconds. So be quick and have the ingredients ready for the 
procedure. 


Now, immediately, add in THIS order: 
e 50g MethylAmine.HCl dissolved in 300mL 91% Isopropyl! Alcohol 


e 40g ‘ketone’ in 50mL of 91% Isopropyl Alcohol, then drop in a Magnetic Stir Bar. Try 
to get the stir bar going - it might take several minutes. 


Now drip this in 25mL of 25% NaOH solution over several minutes. Put the thermometer in 
the solution. Start being very paranoid about the temperature. The temperature of the 
reaction flask must not climb above 60°C. It's best if the temp is kept around 50°C. Stirring 
is necessary so, with the heat off, stir bar on, flask sitting in the cool water bath. When the 
temp gets to about 50°C, put several chunks of ice in the bath. If the temp falls below 40°C, 
take some of the ice out. But whatever you do, make sure the temp remains below 60°C. 
The whole time you are doing this the contents are a grey sludge. Remember to keep the 
stir bar going! If the stir bar is difficult to start going. Don't worry, trying to get it started 
seems to work just enough. 


At some point you'll notice that the temperature is not rising like it had been (in about 4 hours 
or so). You have reached the end of the ketone -> imine condensation - Look inside the 
reaction flask and see if you still see any pieces of Al foil - if you do - continue stirring until 
the Al foil has been depleted. This reaction should go no less than 6 hours. 


Now, after you are convinced that the reaction has stopped (6 hours later) - IE the temp of 
the solution is room temperature, and there are no more foil chips in the mix. Pour in 25mL 
of the 25% NaOH solution. Stir the contents some more, and then let the stir bar stop and 
then let the solution rest for at least 30 minutes. The NaOH solution will make that grey 
sludge into a filterable consistency. If you can't tell there has been a change in the 
consistency - put in another 25mL of 25% NaOH solution. The grey sludge should abruptly 
change from a uniform grey to a chunky white/grey blob. Then in a matter of minutes the 
whole thing will be resting on the bottom of your flask. 


The reaction contents will settle out. The grey sludge will settle to the bottom, and a clear 
yellow liquid will rise to the top. Pour off the clear yellow liquid. Save it. Put 200mL of 91% 
Isopropyl Alcohol into the reaction contents, stir the solution, so that the whole thing is 
disturbed and swirling in the flask and again wait. Pour off the 2nd clear yellow liquid once 
it settles. Add the 2nd clear yellow liquid to the first. Do this several times, or until the clear 
liquid is no longer yellow. 


This is an extraction out of the reaction contents. The more you do this process, the higher 
your yield. So don't do it once and get excited and try to complete it with just the first 
extraction because you will just waste half of your product. You've gone this far - don't fuck 
it up now. 


After you have gotten as much of the yellow liquid out as you could. Put the grey sludge in 
the same milk jug waste container. Dispose of it properly - the milk jug contains elemental 
Hg - Not a lot - less than 0.1g. But you should dispose of it properly. Not down the sink. 
Take it to a High School or A University, To the Chemistry department - tell them you broke 
a thermometer, and then couldn't figure out what to clean it up with. 


Set up for vacuum distillation (Boiling Stones!) but we're not going to distill. We are going 
to evaporate the Isopropyl! Alcohol (IPA) from the reaction contents. Under an aspirator 
vacuum, the IPA should come over around 35°C. Make sure you get the alcohol out. When 
the alcohol is close to being gone - the solution might spontaneously separate in your 
distillation flask. Not to worry - the top layer is probably your product, and the bottom is 
water. Don't try to separate it, just dump the whole thing into the next procedure. 


The next two paragraphs outline a procedure known as an Acid/Base 
extraction. This works very well for our target molecule, and any molecule that 
contains an amino group. If the next two paragraphs are not done, then plan 
on not having any crystals when you're done. 


After the alcohol has all gone, Take the brown oil that is left and put it into 500mL of ~0.5M HCl 
solution (470mL water + 30mL of Muriatic Acid). Stir or shake it up. A lot of the brown oil should 
go into the acid solution. Now pour into this solution 30mL of DCM. Shake again and let it settle. 
You will notice two layers formed - The top layer is the Aqueous layer - which contains your 
product, and the bottom layer contains the DCM, polymerized crap, and non 


Nitrogen containing molecules. Pour off the top layer (That contains your product) and 
discard the DCM layer. Wash the Aqueous layer again with 30mL of DCM, and repeat 
the process. Note that the aqueous layer contains the product - Do not discard the 
aqueous layer! You can discard the DCM washes, because they contain nothing useful 
what-so-ever. Discard! 


Now, slowly add 50mL of 25% NaOH solution to the aqueous layer. When you do this the 
Aqueous layer will turn a milky white and may heat up just a little bit. Not to worry. A light 
brown oil will fall out of the solution. This is your product (in the freebase form). Before 
collecting it, wash the 'now basic’ Aqueous layer with ~50mL of DCM. Shake and let it settle 
out. Pour off the top Aqueous layer, and keep the DCM this time! The DCM washes 
contain the goods! Wash the aqueous layer twice more with 50mL of DCM. Combine 
those DCM washes that contain your product, and continue. 


Set up for vacuum distillation, and once again, just boil off the DCM (Boiling Stones!). There 
might be a little water in it, so this time when you are boiling off the DCM, let the temp of the 
distillation flask reach ~50°C for several minutes. That should be good enough. You should 
have a light brown oil in the flask - it kind of looks like thick Newcastle Beer. 


Step 6 (2 hours work) 

6. Crystallization (MDMA oil + HCI in IPA/Xylene) 

This must be done in anhydrous conditions. If it's not, then you will not get crystals. 
Anhydrous means 'no-water'. If water is present, then you can expect to get crapola. 
Procedure: 


This first step can be done ahead of time. Like, during a distillation or reaction: Get a fresh 
bottle of 91% Isopropyl Alcohol, and pour out approximately 100mL. Now get some of your 
DRY Magnesium Sulphate (Epsom Salts) (about 100mL worth) and dump it into the 91% IPA. 
There might be a little heat evolution, but not to worry .... Shake it up and then let it sit 


till the MgSO4 settles out. Pour off the IPA, and then put more fresh MgSOca into it (about 
100mL worth). Now shake the bottle and let it sit for 15 minutes. You must do this at least 
three times - It really is much better to do it four times - Why fuck it up now right? After 
three times you will have 'Dry' IPA. You can actually do this while you are distilling or 
waiting for a reaction to proceed. 


Make a mixture of 100mL 'Dry' IPA and 150mL Xylene. Pour it into the flask that contains 
the MDMA oil, and drop the stir bar in too. Stir so that the whole thing is mixed up real well - 
Now drip in Muriatic Acid slowly. Test with pH paper every 5 drops or so - keep adding the 
Muriatic Acid until the pH of the solution is 5-6 - or just barely acidic. 


Set up for vacuum distillation, and distill the solution, distill this with the stir bar in instead of the 
boiling stones - IE When the solution has reached a pH of 5-6 - Start distilling. Be careful 


not to let the solution get above 120°C - When a lot of the solution has boiled away, crystals will 
spring to life in the flask. Under vacuum, the solution should never get above 70°C. 


Filter these with a coffee filter, suspended over a jar - This gets the excess IPA/Xylene 
out. Scrape the crystals onto a plate and let the crystals dry, by letting the IPA/Xylene 
(mostly Xylene at this point) evaporate - this might take several hours - a 60 Watt lamp 6 
inches (20cm) away from the crystals shining brightly helps. Stir the crystals to promote 
even heating. 


The crystals will be a brown-yellow color. Now scrape the crystals into a jar, and pour 
~20mL of acetone onto them. Swirl the mixture. The crystals won't dissolve - but a lot of the 
brown will. The brown-acetone is poured off, and the acetone wash is repeated. 


After the acetone wash, dry the crystals. You should have around 15 g of dry crystals. That's 
150 hits. The now ‘almost white’ crystals have melting point values over the range from 
145-153 °C, depending on how much water was in there during crystallization. And these 
crystals are ready for consumption. 60mg is not enough. 80mg is great for my wife. 100mg 
is a great dose. 125mg is balls-to-the-wall. 150mg is too much. For me at least. Fun for me 
is actually 80mg MDMA+70mg MDA in one pill. WHOH. But | guess you'll have to do 
another synth - right? 


If you have completed this, congrats. Fucking Fantastic. Now Teach Someone Else! If 
you do - we WIN! Dig it? 


Stimulants 


Amphetamines 


Ingredients: 


1. Phenylacetone 
2. Ethanol 

3. Ammonia 

4. Aluminium grit 


5. Mercuric Chloride 


Process: 


A mixture of 40 g (0.3 mole) phenylacetone, 200 ml ethanol, 200 ml 25% ammonia, 40g (1.5 
mole) Al-grit and 0.3 g (1 mmol) HgCle is warmed with vigorous stirring until reaction takes 


place, after which warming is stopped immediately. Cooling should be applied if the 
reaction becomes too violent. When the violence of the reaction has diminished, the 
mixture is refluxed with vigorous stirring for about 2 hr, concentrated in vacuo to 200 ml and 
poured into ice water, alkalinized with 120 g KOH, and extracted with ether. The extractions 
are treated with 20% HCl, the resulting water layer alkalinized and extracted with 150 ml 
ether. The organic layer is dried over NazSOa, the ether evaporated, and the residue 
distilled in vacuo. Yield: 12.5 g (30%). 


Preparation of amphetamine sulfate yielded 96-98% product with a purity of 99.2- 
99.8% (USP grade). 


MethAmphetamines 


Ok, this is an amalgamation of many peoples methods! | believe this to be the best, 
simplest, fastest, and cleanest method for producing meth-amphetamine, in the highest 
yields possible for RP/I2/E reaction! Remember, each and every step gives small losses, 
and this method has the least steps! It is a culmination of efforts by Worlock, CHEMMAN, 
and maybe a few tiny touches by me! | reiterate, | don't want any congratulations except for 
the write-up itself! 


You will need these things, and no substitutions allowed! If you can't get this shit, you ain't 
ready to make the best Go-Go in town! This is a refinement of all methods, and the next 
step up from Push Pull, But nobody should be discouraged from attempting this, as you will 
probably find it easier! PH paper isn't even necessary! 


This post is one method from Go to Whoa! This post has to be followed from GO to Whoa! 
Otherwise you can run into trouble, as povidone is not removed in this extraction! It will be 
removed at the end! Each step was chosen to compliment the next! Understand? 


Equipment 
e Various jars 
e 2L pyrex vessel 
e 2L 2 neck round flat bottom flask 
e 1 condenser, | recommend a coil condenser but a liebig will suffice! 
e 1 sloping splash head or better still, a steam distillation sloping splash head! 
e Asteam pressure cooker, that has relief valve at top 


e Hot Plate, electric of course! 


Filter paper, Bucner and vacuum would be nice too! 
thermometer 
1 glass stopper 


lengths of clear pvc tubing 


e Pot with vegetable oil, that can fit your reaction vessel 
Reagents (All must be clean and anhydrous!) 

e lodine crystals 

e Red Phosphorous 

e Pseudoephedrine, or ephedrine 

e Methanol 

e Toluene 

e Acetone 

e NaOH 

e Ice 
Extraction of pfed 


Ok, this method will deal with the Hcl salt of pfed, and a streamlined version of "the cure"! All 
pills are dumped into a large jar and double the volume of methanol poured on top! This is 
stirred vigorously and let to settle, in the fridge seems to speed it up! After the top methanol 
layer has cleared it is carefully decanted off. This procedure is repeated 3 times. All 
methanol pulls are put together and reduced on a hotplate. As methanol gets down to the 
last little bit, it is taken off heat Then a portion of acetone, twice your remaining liquid is 
dropped in. This forces the pfed crystals to crash out. Then the remaining liquid is carefully 
evaped off. 


Now you have your crude/dirty pfed Hcl. Next we will be doing successive toluene washes. 
So put your pfed crystals in a pyrex (heat proof glass) . Now add toluene to a safe level that 
can be lightly boiled on a hotplate . After about 5 mins, boil with stirring. Take off heat and 
let it settle for a minute. Now carefully pour off toluene into a filter to catch any remnants of 
pfed that may follow. Now if you get the toluene that has our contaminants in it and add 
some water You will see the crap crash from the toluene into the water This is the crap that 
came through with the methanol pull! 


So as we continue to do multiple toluene washes, We will continue to test the toluene after 
pouring it off, To see how we are progressing with the cleanup! When we have reached a 
point where no crap comes out of the toluene, With the addition of water, then we are 
ready to try acetone! Usually about 3 boils in toluene, but of course it depends how much 
you're using! So, as before we will add a portion of acetone and boil lightly! Now when we 
pour off the acetone, we will add a tiny amount of water and some NaOH This is our final 
test, when you do this and no crap falls out of acetone you are ready! 


This will be the cleanest pfed you have ever seen, guaranteed! AND, yields should be 
>90% if you're careful! 95% is good. 


Reaction 


Smallest reaction to be attempted, especially by newbees, is 10z of pfed! So even taking 
into account sloppiness, lack of experience and losses along the way You should get some 


product! 


Ratios of reagents are, 3:3:1 or 1:1:1/3 ie.E:I:RP aka, equal amounts of lodine and pfed, 
and a third as much RP! Comprende! 


Ok first prepare yourself an ice bath! Yes ice cubes and water in a sink or bucket! Now, many 
will say you should add this first or that first! Well after much reading of different peoples 
methods, | say.... Chuck the whole shebang in together, while your flask is on ice, Lift and 


swirl ingredients together, while maintaining on ice! Put your condenser on top and start 
water running thru, from bottom to top! Now, the idea is to get the reaction going in the most 
controlled way possible. Now you want to let reagents react in the ice bath, if at all. Then 
move the vessel from the ice bath to room temp. If things look like they're going too fast, put 
them back in the ice bath. You want to keep the reaction going but only at a nice slow, 
controlled pace! This is also necessary to control vapour in the condenser! Thick and or dis- 
colored smoke is bad! and plumes of smoke will escape from condenser As things progress 
at a nice slow pace, as things slow too much you can start applying heat! So prepare an oil 
bath and bring to about 50c, now if there is no more action in your vessel You can move it to 
the oil bath, and same as before, when things slow down, Adjust heat up, to say 100c then 
150c for one hour, to make sure reaction has completed The whole time you should be 
watching to keep a nice reflux going, and not too much vapour is escaping from condenser! 


Now remove from heat and disconnect condenser, Now add ice water to quench reaction, 
reason for ice water is to calm the reaction down when NaOH is added Now it's up to you if 
you want to filter out RP or leave till the end | would leave it, it will be washed nicely by next 
process and be easier to filter! Now add lots of NaOH to bring reaction mix to positive 14PH 
You cannot over-basify as meth won't be destroyed, it's a tough MF! 


Steam Distillation 


Now you need to set up your glassware for steam distillation! So attach a steam distillation 
sloping splash head to the top hole of the flask! Now attach a plastic hose to the steam inlet 
and other end, on the release valve of the pressure cooker that is full of water! Now attach a 
condenser on the end of the splash head, and rig up some kind of prop for it to stay up! Now 
place a jar at the end of condenser to catch our distillate! Now you want to heat both the 
pressure cooker, and the reaction flask! Now sit back and get ready for one of the most 
beautiful sites and smells! The meth freebase that is sitting on the top of your aqueous layer 
in a flask will evaporate and be carried across and be condensed in the condenser and 
trickle down into your jar. It will sit atop a bottom layer of water! After the last of the oil has 
come across, change jars and leave the setup to run for another hour Just to make sure you 
got it all! Any povidone from the pills will be stuck behind in the reaction vessel It has been 
noted that some polymer that may have been left from extraction, may follow the steam! 


Crystallisation 


So, now we have a jar of water, with this sweet clear oil sitting on top! Now options are to 
add Hcl acid slowly with stirring until the oil layer disappears and then evap the whole lot to 
get crystals! Or, as | found, you may have some polymer that has come over with the steam 
and is now sitting in the water layer, and it looks cloudy! So | don't want to evap all that, it 
will just concentrate the shit in there (plus its very time consuming evapping water, plus you 
risk losing some meth as the water evaps) So, | think you should just throw a little toluene 
into 


jar, and then seperate! Now your absolutely pure meth freebase is in your toluene! Now you 
can either gas, for instant clean meth, or Add minimal DH2O and then acidify to PH7, 
shake, separate and evap water for crystals! repeat this step if you do it this way, as some 
more may come in the second go! 


Now with this process from start to finish, you shouldn't need to re-crystallise As your 
product should be the cleanest shit anybody has ever seen anyway! But you may want to for 
the purpose of growing nice big crystals! In which case, add just enough hot methanol to 
dissolve all your meth and then place in the freezer. The secret is, the slower the evap, the 
bigger the crystals! So a nice slow room temp evap over several days might be fun! 


Enjoy, and do not attempt anything above, before you completely understand what you 
are doing! You must have a sound understanding of the basics first! 


Cocaine 


Summary 


A simplified total synthesis of the single enantiomers of cocaine and racemic cocaine is 
outlined. The synthesis employs common laboratory glassware, reagents, and methods 
which can be performed in most forensic laboratories. The procedure for the isolation 
and purification of the dextrorotatory enantiomer of cocaine is presented. 


Introduction 


In many jurisdictions cocaine is listed as a controlled substance under statutes covering 
coca leaves and their extracts. Therefore only the levorotatory isomer of cocaine would be 
controlled. These laws do not include optical isomers and stereoisomers. The question of 
enantiomeric composition has recently become popular with defense attorneys. (-)-Cocaine 
is the naturally occurring alkaloid extracted from coca leaves. Racemic and (+)-cocaine can 
only be obtained through a chemical synthesis. 


The molecular structure of cocaine was first described by Willstatter and Muller! in 1898. It 
was not until the early 1950's that the principles and methodologies of stereochemistry were 
applied to cocaine's tropane ring skeleton. Findlay2, Fodor“, and others established the 
stereochemistry of the tropane alcohols and their esters. Once this groundwork was laid, the 
three-dimensional structures of cocaine and its diastereoisomers (pseudococaine, 
allococaine, and all pseudococaine) were elucidated by Findlay?’ and Hardegger et. al.2 
Findlay's three-dimensional structures were confirmed in 1968 by Sinnema et. a/2using 
NMR spectral analysis. Electron impact fragmentation patterns of the tropane alkaloids were 
later established by Blossey et. a/.'° These workers identified the major mass spectral 


fragmentation patterns by deuterium and substituent labelling. Fragmentation patterns 
for various tropinone analogs have also been determined by Kashman and Cherokee! 


Methods for detection of cocaine diastereoisomers have been established by Allen et. 
al12, Olieman et. al48, Sinnema et. al.2, and Lewin et. a/.' These methods incorporate 
IR, GC, GC-MS, NMR, and HPLC. Identification of the different enantiomeric mixtures can 
be done as illustrated by Eskes'° and Allen et. a/.'* One report has been published 


concerning the detection of cocaine co-synthetics. This work by Cooper and Allen!® lists 
and identifies the three most reoccurring substances. 


Fig. 1. 


Synthetic route to 2-CMT. 
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The first total synthesis of cocaine was accomplished by Willstatter et. a/.'’ Cocaine is 
prepared following a 3-5-step synthesis which includes one separation of epimers. This 
route is usually (+)-2-carbomethoxytropinone (2-CMT) — (+)-ecgonine methyl ester (EME) 
— (+)-cocaine. The reduction of 2-CMT with sodium amalgam yields a mixture of (+)-EME 
and 


(+)-pseudoephedrine methyl! ester (PEME). If this epimeric mixture is not separated prior to 
benzoylation, a mixture of (+)-cocaine and (+)-pseudococaine results. Any unreacted tropinone 
or 2-CMT will become benzoylated to yield two co-synthetics identified by Cooper. 


It has been shown by Findlay!8, Cooper and Allen1£, and myself (unpublished) that direct 
synthesis of 2-CMT gives greater yields than the carbon methoxylation of tropinone. 
Preobrashenski!? and Wallingford@° synthesized 2-CMT and other beta-keto esters from 
condensation of alkyl carbonates with ketones. Findlay, Cooper, and myself found that 
such a route gives poor yields with resinous by-products. It is noteworthy that Carroll et 
al.2+ obtained 2-CMT in 80% yield through an alkyl condensation. 


Methylamine, acetonedicarboxylic acid, and succindialdehyde are potential starting 
materials for the synthesis of 2-CMT. 2-CMT is synthesized by first converting 
acetonedicarboxylic acid into its anhydride (84%) and then preparing the methyl ester from 
the anhydride (99%). These compounds can be synthesized following the procedures of 
Adams et al.22, Kaushall@2 and Findlay!8, respectively. The mono-methyl ester of 
acetonedicarboxylic acid is reacted with methylamine and succindialdehyde via the Mannich 
condensation to yield 2-CMT (86%) (Fig. 1). Thus the overall yield of 2-CMT is 71%. 


Data has not been published concerning optimum conditions for 2-CMT synthesis. However an 
analogy can be drawn from tropinone and 2-CMT to pseudopelletierine optimum synthetic 
conditions. Pseudopelletierine is a ring homolog of tropinone having an eight-membered ring as 
opposed to the seven-membered ring of tropinone. Optimum conditions for its synthesis were 
established by Cope et al.2*. Those workers found that a buffered solution at pH 3-4 and 25°C 
gave the highest yields. Data by Schoph and Lehmann2° show highest yields at pH 5-7. 
Preliminary experiments in our laboratory to synthesize 2-CMT, via the conditions of Cope and 
Schoph's pseudopelletierine synthesis, indicated the optimum conditions for 

2-CMT synthesis were at pH 4-4.5 and 25°C (unpublished). | also found that a buffered 
reaction is critical for good yields of products. Cope stated that without buffered reactions 
the pseudopelletierine condensation reaction had a pH rise of 3.5 units. Keagle and 
Hartung22 found that tropinone was prepared in highest yield with 0.0225 mol 
succindialdehyde per liter of solution. My work has shown an 86% yield of 2-CMT from 
0.053 mol succindialdehyde per liter of solution. Mastering the ring coupling Mannich 
reaction is the key step in producing synthetic cocaine. 


All practical routes to cocaine have used 2-CMT as the common intermediate. These routes 
include procedures by Findlay1®, Keagle2°, Kashman"!, Bazilevshaya24, Sinnema®, 
Schopf22, Robinson2=22, Mannich®2, Proba Zhenskii 19, Zeigler, Zeile** and 
Willstatter!42254 New synthetic methods for entry into the tropane skeleton have been 
reported by Tufariello?=2", Hawakawa®8, Noyori22, Parker*2, Peterson*!, lida** and 


Kashman!! but are novel approaches with complicated synthesis. 





Fig. 2. 


Reduction and benzoylation of 2-CMT 
(Single enantiomers are depicted for simplification, 


i.e. (-)-EME, (+)-PEME, (-)-cocaine and (+)-pseudococaine). 
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The reported sequence of synthesis (Figs. 1 and 2) combines several procedures found 
in the literature. Clean-up procedures are based on the desired intermediate's solubilities 
in organic solvents. 


2-CMT exists largely as the enol when hydrated and all three keto-enol isomers are present 
in solution. The keto nature allows it to be reduced by sodium amalgam to EME and PEME. 
The reduction is carried out at near the freezing point of water in an acid medium to yield 
the equatorial 3-hydroxy isomers of EME and PEME. The C-2 axial epimer EME is 
thermodynamically less stable and is easily irreversibly epimerized under basic conditions 
to PEME. Clarke et al.4° attempted to influence the ratio of axial to equatorial C-2 epimers in 
their initial reactions but were unsuccessful. 


EME is acolorless oil which is hydroscopic and any water absorbed causes slow 
hydrolysis to ecgonine. Aqueous alkaline solutions will also cause slow saponification. The 


conversion of EME into cocaine was studied at length by DeJong“““8. Various solvents 
and alkaline drying agents were used in his benzoylations. Sinnema et al.° also reported 
benzoylations with high yields. 


Resolution of cocaine's enantiomers is accomplished through bitartrate recrystallizations. 
This resolution can be performed with 2-CMT prior to reduction and benzoylation as 


demonstrated by Carroll (pers. comm.), Clarke et al.49, and Lewin et al.4©:47. 


Synthesis 


Acetonedicarboxylic acid anhydride 


To a solution of 30 ml glacial acetic acid and 22 ml of acetic anhydride (Fisher) at 10°C was 
slowly added 20g (0.684 mol) of 1,3-acetonedicarboxylic acid (Aldrich). The temperature 
was not allowed to rise above +12°C until the reaction was complete. For runs where 
precipitation of product had not occurred within 3 h, it was induced by the addition of 
benzene. The product was filtered by suction filtration, washed with 100 ml of glacial acetic 
acid, and next washed with 100 ml of benzene. It was allowed to dry yielding 14.8 g of 
white powder (84%). 


Succindialdehyde 


To 400 ml of 0.2 N sulfuric acid was slowly added 44.2 g (0.334 mol) of 2,5- 
dimethoxytetrahydrofuran (Aldrich) and stirred for 15 min. The succindialdehyde was 
allowed to stand for 4 h without further treatment. 


Acetonedicarboxylic acid monomethyl ester 


To a flask containing 41.0 g (0.32 mol) of acetonedicarboxylic acid anhydride was added 
160 ml of cold dry methanol. The mono-methy! ester solution was allowed to stand for one 
hour and filtered. 


(+)-2-Carbomethoxytropinone 


Six liters of 4.4 pH citrate buffer was made by diluting 35.3 g of citric acid and 38.8 g of 
sodium citrate dihydrate to volume. To the buffer was added 32.0 g (0.48 mol) of 
methylamine hydrochloride (Fisher) and 12.8g (0.32 mol) of sodium hydroxide. The 
succindialdehyde solution was added dropwise to the buffer over 10 min with stirring at 
room temperature. The mono-methy! ester solution was next added dropwise over 10 min 
with stirring. The reaction was stirred 48 h at room temperature. The reaction was extracted 
in 250-ml portions by making the pH 12 with concentrated ammonium hydroxide and 
extracted 4 times with 200 ml of chloroform. The extracts were dried over sodium sulfate 
and evaporated in vacuo. The resulting yellow oil was dissolved in 200 ml of dry diethyl 
ether and filtered. The filtrate was evaporated in vacuo. The oil was next dissolved into 200 
ml of petroleum ether and filtered. The filtrate was evaporated in vacuo and the resulting oil 
was allowed to hydrate upon standing. The crude hydrate was 95% pure and purified further 
by sublimation to yield snow white flakes, mp 96-98.5°C. Yield: 58.9 g (86%). 


Resolution of (+)-2-carbomethoxytropinone 


To a solution of 26.60 g (0.124 mol) of sublimed racemic 2-CMT in 106 ml of absolute 
ethanol was added dropwise a solution of 18.57 g (0.124 mol) of (-)-tartaric acid in 133 ml of 
absolute ethanol. After 48 h the mother liquor was decanted and set aside. The crystals 
were washed with 50 ml of absolute ethanol and then dissolved into a minimal amount 
(approx. 200 ml) of hot dry methanol. The solution was filtered while hot into an Erlenmeyer 
flask and covered. The solution was left undisturbed for 72 h. The solution was decanted off 
and combined with the first mother liquor. The crystals of anhydrous (-)-2-CMT bitartrate 
were washed with 100 ml of dry acetone and dried yielding 6.8g (30%), [a]p** -16.9° (c=2, 
H20). Findlay'® reported [a]p@° -16.9° (c=2, H2O). The mother liquors were evaporated to 
dryness and dissolved into 200 ml of water, made pH 8 with sodium carbonate, and 
extracted 5 times with 200 ml of methylene chloride. The extracts were dried over sodium 


sulfate and evaporated in vacuo. The (+)-enriched 2-CMT was hydrated yielding 17.5 g 
of powder. 


To a solution of 17.2 g (0.08 mol) of (+)-enriched 2-CMT in 70 ml of absolute ethanol was 
added a solution of 12.0 g (0.08 mol) of (+)-tartaric acid in 86 ml of absolute ethanol. 
Subsequent recrystallizations yielded 6.95 g of anhydrous (+)-2-CMT bitartrate (80%), 
[a]lp°* +16.9° (c=2, H2O). Freebasing the mother liquors and retreatment with (-)-tartaric 
acid yielded 6.0 g more anhydrous (-)-2-CMT bitartrate, [a]p*4 -17.0° (c=2, H2O). Thus the 
overall yield of anhydrous (-)-2-CMT bitartrate was 12.8 g (57%). 


(+)-Ecgonine methyl ester 


Into a three-neck 500 ml round bottom flask was placed 7.70 g (0.036 mol) of (-)-2-CMT 
hydrate with 51 ml of ice cold 10% sulfuric acid. Bromophenol blue (approx. 2 mg) indicator 
was added. With stirring the solution was treated with 1028 g of 1.5% sodium amalgam in 
small portions over 2.5 h. The temperature was kept under +5°C. The pH was monitored via 
the indicator and kept between pH 3 and 4 with cold 30% sulfuric acid. Periodic addition of 
water was necessary to dissolve sodium sulfate salts. The reaction was stirred an additional 
45 min after the addition of amalgam was complete. The solution was separated from the 
mercury, adjusted to pH 12 with sodium hydroxide and extracted three times with 200 ml of 
chloroform. The extracts were dried over sodium sulfate and evaporated in vacuo to a light 
green oil containing a 3:1 ratio of EME to PEME. The oil was dissolved into 200 ml of 
petroleum ether and filtered. The filtrate was evaporated in vacuo. The resulting oil was 
dissolved into 500 ml of dry diethyl ether and the hydrochloride salts were made with 
ethereal HCI. The salts were filtered and immediately dissolved into a minimal amount of 
dry methanol. The methanol was evaporated in vacuo and 120 ml of dry chloroform was 
added to the crystals. The slurry of crystals was filtered and dried yielding 2.28 g of (+)- 
ecgonine methyl ester hydrochloride (27%). The product was recrystallized from methanol 
and diethyl ether to yield 2.2 g of pure product [a]p** +52.3° c=1, MeOH), mp 213-214°C. 


Lewin et al.*4 reported mp 213.5-214.5°C, [a]p** +52.3° (c=1, MeOH). 


Racemic and (-)-EME can be synthesized by the same reduction procedure and clean- 
up using (+)-2-CMT and (+)-2-CMT respectively. 


(+)-Cocaine 


In an oven-dried 100-ml round bottom flask was added 1.00g (4.25 mmol) of (+)-ecgonine 
methyl ester HCI with 7 ml of dry pyridine and stirred in an ice bath. The reaction was 
protected from moisture with argon. Dropwise over 5 min was added a solution of 0.8 ml 


(6.85 mmol) of benzoyl chloride in 5 ml of pyridine. After addition was complete the ice bath 
was removed and the reaction was stirred 24 h under argon. Dry acetone (200 ml) was 
added and the slurry was filtered by suction filtration. The crude (+)-cocaine hydrochloride 
was washed with an additional 100 ml of dry acetone. The product was dried yielding 1.28 g 
(89%). The hydrochloride was dissolved into 20 ml of water, made pH 8 with 5% ammonium 
hydroxide, and extracted 4 times with 50 ml of methylene chloride. The solvent was dried 
over sodium sulfate and evaporated in vacuo. The free base was recrystallized from diethyl 
ether and petroleum ether yielding 1.01 g (78%) of pure (+)-cocaine base, [a]p°* +35.8° 
(c=1, 50% aqueous EtOH), mp 96.0-97.5°C. The literature“? lists the (-)-enantiomer at [a]p~4 
-35° (c=1, 50% aqueous EtOH), mp 98°C. 


Racemic and (-)-cocaine can be synthesized using the same benzoylation procedure 
and clean-up using (+)-EME and (-)-EME respectively. 


Experimental Procedure 


Melting points were determined on a Mel-Temp capillary tube apparatus. Optical rotations were 
recorded at the sodium D line with a Rudolph Autopol Ill Automatic Polarimeter (1 dm cell). 
Infrared (IR) spectra were recorded in potassium bromide disks with a Beckman Microlab 600 
spectrometer. A Finnigan Model 5100 GC-MS with Supelcos Data System was used for 
producing the mass spectra. A 30-m fused silica, SE 54 capillary column (i.d. 0.25 


mm) (Supelco) was employed with helium (99.99% VHP) as the carrier gas. The injection 
port temperature was 250°C and the sample was injected in the splitless mode. The initial 
column temperature was 120°C and was ramped at 10°C/min to 260°C. The quadrupole 
mass analyzer operated under electron impact conditions at 70 eV. 


Figures 3-11 present infrared spectra of the intermediates and final products. Figures 12- 
17 present mass spectra of the same compounds. 


Depressants/Sedatives 


Methaqualone 


Introduction 


Methaqualone, also known as 3,4-dihydro-2-methyl-4-0xo-3-o0-tolyl quinazoline, 2- 
methyl-3-(2-methylphenyl)-4- (3H)-quinazolinone, Methylquinazoline, QZ-2, 2- 
Methyl-3-o-tolyl-4(3H)-quinazolinone, RIC-272, TR-495 and Quaalude. 


Methaqualone was introduced as an anxiolytic (Quaalude, Sopor) in 1965 as safe 
barbiturate substitutes. Experience showed, however, that their addiction liability and 
the severity of withdrawal symptoms were similar to those of barbiturates. 


By 1972, "luding out," taking methaqualone with wine, was a popular college pastime. 
Excessive use leads to tolerance, dependence and withdrawal symptoms similar to those 
of barbiturates. Overdose by glutethimide and methaqualone is more difficult to treat than 
barbiturate overdose, and deaths have frequently occurred. In the United States, the 
marketing of methaqualone pharmaceutical products stopped in 1984 and methaqualone 
was transferred to Schedule | of the CSA. 


The LD50 is for mice 1250 mg/kg and for rats 326 mg/kg (Strasenburgh Labs), also given 
as 255 mg/kg for rats (Goldenthal). The human dose (as sedative) is set to 150 mg (A.S. 
Paterson). 


Methaqualone freebase, mw 250.30, mp 113-115°C. Soluble in ethanol, ether and CHCI3. 
Insol. H2O. 


Methaqualone HCl, mw 285.80, mp 235-237 °C. Soluble in ethanol and ether. Insol. H2O. 
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Methaqualone 
From Anthranilic Acid (Klosa)[2] 


This is an improved version of Klosas original synthesis of methaqualone. The method 
first devised by him used phosphorus pentachloride instead of polyphosphoric acid as 
condensing agent, which during the reaction produced clouds of corrosive HCl gas [1]. 


7g Anthranilic Acid, 5ml o-Toluidine and 4 ml glacial acetic acid was mixed in a round- 
bottomed flask. To this mixture was slowly added 40-50 grams of polyphosphoric acid, and 
the mixture was heated during 20-30 minutes to 140-160°C. After this, the mixture was 
heated to 180°C for 10 minutes, then cooled and poured in 150-200mI water, and 
neutralized with 20% Na2CO3 solution. Methanol was added until a lasting turbidity became 
present in the solution, and after one hour, the free base Methaqualone precipitated, mp 
111-113°C, and was once more recrystallized in this fashion, mp 113-115°C. Yield 55%. 


From Anthranilic Acid [5,6] 


This method is similar to the one used by Klosa, but this one drives out the water byproduct 
from the reaction mixture with heat, instead of letting polyphosphoric acid bind it. This 
method also manages to push the yield a little further. The product formed in the first step is 
N-acetylanthranilic acid, which can be made as described in the precursors section below. 
If so, begin with the addition of o-Toluidine to the already made N-acetylanthranilic acid. 


Anthranilic acid (10 grams) is dissolved in acetic anhydride (20 ml) and the temperature 
raised progressively to 190-200 °C at which temperature distillation takes place. The last 
traces of acetic acid are removed under vacuum and after cooling to about 50-60 °C, o- 
toluidine (10 grams) is added in portions. The temperature is then raised to 170-200 °C 
when the excess water and o-toluidine is gradually distilled off, finally maintaining the 
temperature at 180-200°C for 2 hours. After cooling to about 100°C, 30ml dilute HCl is 
added and the mixture boiled and stirred. The solution is neutralized with NaOH with 
stirring, and the crude product which separates is recrystallized twice from alcohol. The 
yield is 70% of theory. 


From N-acetylanthranilic Acid [5] 


This method is similar to Klosa's first synthesis of methaqualone, the difference being that 
this one uses POCI3 instead of PCI5, and uses ready made N-acetylanthranilic acid. By 
performing the reaction in toluene, the yield is very good. In spite of this, the method is 
best left alone, as the POCI3 will release lots of HCI gas during decomposition. 


o-Toluidine (10 grams) is mixed with a solution of N-acetylanthranilic acid (20 grams) in toluene 
(30 grams) in a vessel equipped with a stirrer and means of cooling. A solution of phosphorus 
oxychloride (10 grams) in toluene (30 grams) is added dropwise with stirring and then the 
temperature is raised to the boiling point for two hours with further stirring. After cooling, the 
precipitate so formed is filtered off, dried and dissolved in boiling dilute HCI. On cooling and 
making alkaline with NaOH, a viscous oil separates which crystallises after a few hours. The 
crystals are collected the next day and purified by recrystallisation from alcohol to yield about 
80% of the theoretical quantity of methaqualone freebase (m.p. 114-115°C). The salts may be 
obtained by the addition of the appropriate acids to the base formed above. 


From Isatoic Anhydride (Manhas)[3] 
Method A 


A mixture of isatoic anhydride (1.6 g, 0.01 mole) and o-toluidine (1,1 g, 0,01 mol) is heated 
to 120° for 2 hours. The reaction mixture after cooling is triturated with ether (or dissolve the 
brown mixture in warm acetone and add water to crush out the crystals). The resulting solid 
is collected by suction and recrystallized from a 50:50 mixture of dichloromethane and 
petroleum ether to give the intermediate aminoamide (2,2'-dimethyl benzanilide): yield: 1,7 
g (75%): m.p. 110°. 
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1. Isatoic anhydride condenses with o-Toluidine to give 2,2'-dimethyl benzanilide 


2. 2,2'-Dimethyl Benzanilide condenses with acetylacetone to form Methaqualone (see 
structure above) 


A mixture of 2,2'-dimethyl benzanilide (0.5 g, 0.0025 mole), acetylacetone (0.39g, 0.0025 
mol) in ethanol (30 ml) containing a few drops of concentrated hydrochloric acid is 
refluxed for 1 h. On cooling the title compound is separated as the hydrochloride salt: 
yield: 0,59 g, (85%), m.p. 235-237 °. 


Method B 


A mixture of 8g isatoic anhydride and 5.5g o-toluidine in toluene (500-750 ml) is refluxed 
for two hours. Acetylacetone (2.5g) containing a few ml of concentrated hydrochloric acid 
(to form the hydrochloride) is then added, and refluxing is continued for another hour. 
Evaporation of the solvent gives methaqualone hydrochloride, which is purified by 
recrystallization from hot methanol. The yield is 80%. 


Precursors 


Anthranilic Acid (2-aminobenzoic acid) 
Method 1: Anthranilic Acid from o-Toluidine 
N-acetyl-o-Toluidine[4] 


50ml o-Toluidine is placed in a 250ml round-bottomed flask containing a few boiling stones, 
and a reflux condenser is attached. Through an additional funnel placed in a side-arm of 
the flask, or possibly through the condenser, 50ml of acetic anhydride is added pretty 
rapidly, and the solution will begin to boil. Maintain the boiling for five minutes with external 
heating, and quickly pour the reaction contents in a beaker containing 1000mI of cold 
water. A precipitate of pinkish needles will form, which are filtered off with suction and is 
purified by dissolving in 25ml of boiling methanol, cooling the solution, and filtering off the 
beautiful glistening white needles which precipitates. The crystals are air dried, and weigh 


approximately 50 grams. Do not leave the crystals too long in the air, and keep them in an 
air-tight container, because they sublime readily at room temperature. 


N-Acetyl-Anthranilic Acid [7] 


Dissolve 20 grams of N-acetyl-o-Toluidine and 50 grams of magnesium sulfate in 2500ml water 
with stirring and heat to 80°C. Add 60 grams of finely powdered potassium permanganate 
crystals and increase the temperature to 85°C, and continue to stir for 2 hours. Add 50 ml of 
alcohol to decompose excess permanganate, and filter the solution HOT 


with suction. The N-Acetyl-Anthranilic Acid is precipitated from the solution with the addition 
of dilute sulfuric acid. It is purified by dissolving in dilute NaOH solution, and reprecipitating 
with dilute H2SO4. The yield after air drying is approximately 18 grams. 


This N-Acetyl-Anthranilic Acid can be morally substituted for the Anthranilic Acid in the 
Klosa synthesis above (No 3), with omitting of the acetic acid. 


Anthranilic Acid [7] 


10 grams of N-Acetyl-Anthranilic Acid is added to 100ml concentrated HCl, and boiled 
under reflux for 1-2 hours. The solution is cooled, and the crystals of anthranilic acid are 
filtered off and recrystallized from hot water. The approximate yield after air drying is XX g. 


Method 2: Anthranilic Acid from phthalic anhydride 
Phthalimide (Method 1) [4] 


Place 100 g. of phthalic anhydride and 106 ml. of concentrated ammonia in a 1-litre round- 
bottomed flask fitted with a wide air condenser or a liebig condenser (without cooling water) 
with an inner diameter of more than 10 mm. Heat first over a wire gauze and then over a 
free flame until the mixture is in a state of quiet fusion and forms a homogeneous melt (the 
temperature reaches 300° in about 1.5-2 hours; all the water is evaporated during the first 
hour). Shake the flask occasionally during the heating and push down any material which 
sublimes into the condenser with a glass rod. Pour the contents of the flask whilst still hot 
into a porcelain basin or casserole, allow to cool, and grind to a fine powder in a mortar. The 
phthalimide (95 g.)is practically pure and melts at 233-234°C. It may be recrystallised from 
ethanol or methanol (see method B). 


Phthalimide (Method 2) [4] 


Intimately mix 99g of pure phthalic anhydride and 20g of urea, and place the mixture in a 1 litre 
long-necked, round-bottomed flask. Heat the flask in an oil bath at 130-136 °C. When the 
contents have melted, effervescence commences and gradually increases in vigour: after 


After 10-20 minutes, the mixture suddenly froths up to about three times the original 
volume (this is accompanied by a rise in temperature to 160-160°) and becomes almost 
solid. Remove the flame from beneath the bath and let it cool. Add about 80 ml. of water to 
disintegrate the solid in the flask, filter at the pump, wash with a little water, and then dry at 
100°. The yield of phthalimide, m.p. 233° (it is practically pure) is 86 g. If desired, the 
phthalimide may be recrystallized from 1200 ml. of methylated spirit; the first crop consists 
of 34 g. of m.p. 234°, but further quantities may be recovered from the mother liquor. 


Anthranilic Acid (Method 2) [8] 
Anthranilic Acid from phthalimide, by Methaco(s)mic 
Anthranilic Acid (Method 2) [4] 


Prepare a solution of 30 g. of sodium hydroxide in 120 ml. of water in a 360 ml. conical 
flask and cool to 0° or below in a bath of ice and salt. Add 26.2g (8.4 ml.) of bromine in one 
portion and shake (or stir) until all the bromine has reacted. The temperature will rise 


somewhat; cool again to 0° or below. Meanwhile, prepare a solution of 22g. of sodium 
hydroxide in 80 ml. of water. Add 24 g. of finely- powdered phthalimide in one portion to the 
cold sodium hypobromite solution; stir vigorously while swirling the contents of the flask and 
add the prepared sodium hydroxide solution rapidly. The solid will dissolve and the 
temperature will rise to about 70°. Warm the mixture to 80° for about 2 minutes. Filter, if 
necessary. Cool in ice and add concentrated hydrochloric acid slowly and with stirring until 
the solution is just neutral (about 60 ml. are required). [It is recommended that a little of the 
alkaline solution be set aside in case too much acid is added.] Precipitate the anthranilic 
acid completely by the gradual addition of glacial acetic acid (20-25 ml) are required): it is 
advisable to transfer the mixture to a 1 litre beaker as some foaming occurs. Filter off the 
acid at the pump and wash with a little cold water. Recrystallise from hot water with the 
addition of a little decolourising carbon; collect the acid on a Buchner funnel and dry at 100°. 
The yield of pure anthranilic acid, m.p. 145° is 14 g. 


Acetylacetone (2,5-pentanedione) 
Acetylacetone from Acetone and Ethylacetate 


Claisen Condensation of acetone with ethyl acetate in presence of NaOCH3 
yields Acetylacetone. 


o-Toluidine (2-aminotoluene) 
o-Toluidine from Toluene 
Nitrotoluene 


Toluene is nitrated with a HNO3/H2SO04 mixture to yield o- and p- 


nitrotoluene. Toluidine [7] 


This should be performed in a strong, easily cleaned vessel, equipped with a powerful 
stirring device and a reflux condenser. This reaction can be modified to use tin instead of 
iron. 60 cc of water and 120 g of fine, cleaned, iron powder are placed in the reaction vessel 
and vigorous stirring is begun. The vessel contents are heated to 90-95°C and 10 cc of 
hydrochloric acid is poured in. 100 g of nitrotoluene (mono-nitrotoluene) is now added, at 
such a rate as to hold the temp at exactly 100°C (a few ml at a time). After the addition is 
complete, the temp will have to be maintained at 100°C with the heating device until the 
smell of nitrotoluene is gone. Vigorous stirring must be used throughout the entire 
operation. Set the reflux condenser to distill and lead steam directly into the vessel to steam 
distill the toluidine out of the reaction contents. 


If available, use only o-nitrotoluene as substrate in this step, to save chemicals and the 
separation step can be omitted. 


o-Toluidine [7] 


The crude oily toluidine mixture from the above steam distillation is separated from the water, 
ice and salt are added to the oil, and the mixture is stirred. A whitish-yellow crystalline 


compound appears, which is the hydrate of p-toluidine. This is filtered off through an ice 
cooled filter funnel, and then is well pressed to remove any oily o-toluidine. The o-toluidine 
is separated from the filtrate with a separation funnel. This crystallization should preferably 
be repeated to ensure that all p-toluidine is removed. 


GHB 


1) Introduction 


This file deals with the synthesis of GHB and related compounds. It is assumed that the 
reader already knows about the pharmacological aspects of GHB (or else should consult the 
"General Info " references below). It is highly dangerous to attempt a synthesis of GHB 
without the proper knowledge of practical organic chemistry, and illegal and immoral to even 
try to sell such a product. This text does not in any way encourage anyone to break the law, 
or ingest GHB or related pharmaceuticals. Depending on where you live, the manufacture, 
use and possession of GHB may range from being perfectly legal to being a felony. | 
suggest you check out your local laws before doing anything stupid. And - please don't mix 
GHB with alcohol. 


2) Chemistry and Synthesis 


The far most simple way to produce GHB is by the hydrolysis of the corresponding lactone 
(a cyclic intramolecular ester) to the desired hydroxy acid. Ester hydrolysis can be done in 
two ways: An acid catalyzed reaction or a base catalyzed reaction. The base catalyzed 
reaction is our choice here, because the reaction is not reversible like the acid catalyzed 
one and therefore we will get higher yields, and we will get the sodium salt of GHB, as the 
free acid is not stable, and will immediately cyclize into gamma-butyrolactone again. 
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Gamma-Butyrolactone + NaOH => Sodium Gamma-HydroxyButyrate (Na-GHB) 


The reaction proceeds at equimolarity (the same number of molecules each molecule 
reacts with), and there are no byproducts produced in this reaction, such as hydrogen gas, 
water, or anything else as proposed in several other texts. All published preparations of 
GHB, or more correctly Na-GHB, refluxes butyrolactone with sodium hydroxide in various 
solvents, usually in aqueous alcohol, but this is not necessary. 


Lab procedures for the synthesis of GHB salts: 


Please follow common Lab Safety procedures. Wear a lab coat and protective glasses. 
You will work with hot caustic solutions and solvents! Be aware of the risks associated with 
the manufacture of GHB! Never work alone! 


Sodium GHB 


Procedure: 


Dissolve 130 grams (3.25 moles) of pure sodium hydroxide in 400ml of tap water in a 
1000mlI glass container while stirring with a glass rod or similar. The dissolution is 
exothermic, and the solution will heat up. When everything has dissolved to form a clear 
solution, slowly add 250ml (280 g, 3.25 moles) of gamma-butyrolactone in 50 ml portions 
with good stirring. The addition of gamma-butyrolactone to the sodium hydroxide solution 
is also exothermic, and if it is added too fast the solution will begin to boil, and we don't 
want that. Keep track of the temperature with an immersed thermometer. The addition of 
the gamma-butyrolactone will take somewhere between 20-30 minutes. When everything 
has been added, let the mixture react for an additional 10 minutes with occasional stirring. 


Now it is time to see if the reaction has gone to completion by checking the pH with 
universal pH paper. We are aiming for a pH of 7-8. If it is too high (pH > 8), then add 10 ml 
of gamma-butyrolactone and let it react for a few minutes more. If the pH is too low (pH < 7), 
add a few ml of concentrated NaOH solution. Continue like this until the pH level is within 
the desired limits. 


The solution is perfectly clear and tastes slightly salty. It may be slightly yellow colored, but 
not much if pure enough butyrolactone was used (distillation of the lactone before use takes 
care of this problem). If an acid is used to neutralize a too basic solution (instead of adding 
more lactone), crystals of the sodium salt of the acid can precipitate in the solution, and the 
taste is severely impaired. The final solution will be around 750 mL 50% NaGHB. The 
solution can be concentrated (by boiling off excess water) to ~600mL without it crystallizing 
at room temp, but if concentrating as far as to ~500 mL it will invariably solidify. 


Preparation of Sodium GHB using Sodium Bicarbonate (Baking Soda, 


NaHCOs3) Written by Chromic 


Add 273 g NaHCOg3 (3.25 moles) to 1125 mL distilled water in a glass container. Slowly 
bring the solution to a boil while stirring with a glass rod or similar. All of the baking soda will 
dissolve. Carbon dioxide will be seen leaving the solution as it comes to a boil. This is the 
sodium bicarbonate breaking down into a slightly strong base, sodium carbonate: 


2 NaHCO3 -> Na2zCO3 + H20 + COe2 


Reduce the heat to a light boil, and slowly add 250ml gamma-Butyrolactone (280g, 3.25 
moles). The addition is not immediately exothermic as with the sodium hydroxide synthesis. 
Keep this solution at a light boil for 30 minutes. Check the pH with universal pH paper. We 
are aiming for a pH around 7, but anything 6 to 8 is perfectly safe. If the pH is too high, add 
a small amount more GBL and continue to reflux. 


The solution will be perfectly clear and should be absolutely colorless. If it is not perfectly 
colorless, i.e. if slightly impure butyrolactone was used and the solution has taken on a light 
yellow color, add about 100 mL of activated charcoal. Allow this to boil for 10 minutes. Cool the 
solution then filter, washing the activated charcoal two or three times with 50 ml portions of cold 
water. 410g of NaGHB will be made in this synthesis. This solution can be concentrated to 
about 50% NaGHB before it will start to crystallize. If you wish for a powder, 


heat until the temperature of the solution reaches 150°C then pour onto a flexible 
metal sheet and allow it to cool and solidify. 


This synthesis is perfect for use where there is no ACS, Food or Electronics grade 
sodium hydroxide available. 


Literature methods 


Sodium GHB has been made from NaOH and butyrolactone in water[8], in 
methanol[10,11], and aqueous ethanol[12] 


Potassium GHB 


Use the ethanol synthesis described above for sodium GHB, but substitute the 130 grams of 
NaOH for 182 grams of KOH (This calculation is based on the heavier K atom, and the 
higher water content of KOH versus NaOH). Using KOH gives users of K-GHB that 
Potassium supplement that is by some said to be needed in connection with administration 
of GHB. Bear in mind that (powdered) K-GHB is slightly less active (by weight) than Na-GHB 
as the K ion is heavier than the Na counterpart. Differences between K-GHB and Na-GHB is 
that the K salt is more soluble in water than the Na salt, and the taste is more like 
salt/licorice instead of the salt/soap taste of Na-GHB. In the book "Better Sex Through 
Chemistry" by J. Morgenthaler it is pointed out that "[GHB] has a salty/licorice flavor" and it 
is obvious that the author tried the K salt. 


Calcium GHB [5] 
74 g analytically pure calcium hydroxide is suspended in 200 ml of tap water. 160 ml 


4-butyrolactone are added in portions (each portion about 5 to 10 ml) and under stirring to 
this suspension at room temperature. After addition of 20 ml the reaction mixture warms to 
about 50° to 60°C. The addition of 4-butyrolactone is controlled such that the temperature 
remains between about 50° and 60°C, which takes about 1 hour. During this time the 
calcium hydroxide has dissolved practically completely. The reaction material is 
contaminated with a slight rust-yellow precipitate. It is thinned down with 300 ml methanol, 
is left for four hours to itself and is then filtered through a folded filter. The clear filtrate is 
cautiously treated with 200 ml acetone in the way that after each portion of acetone causing 
a precipitate time is allowed for the precipitate to redissolve. A water clear solution is 
obtained which is placed for crystallization. After two hours of standing colorless crystals 
start to deposit. In this state the crystallization is accelerated by continuous addition of 
acetone (in total 100 ml). The crystallization time is 24 hours. The crystals are sucked off 
and are washed initially with 50 ml methanol and then additionally with 60 ml acetone. The 
crystals are dried at temperatures from about 60° to 80°C. in a drying cabinet. Yield: 230 g. 
Melting point 166-168 °C. (immediately). The product is the waterfree non-hygroscopic 
calcium salt of the 4-hydroxybutyric acid. It is dissolvable as desired in water, the aqueous 
solution has a pH- value of 7 to 7.5. The salt can be stored as long as desired and does not 
change in air. Even upon storage no water is attracted from the air. 


The residue crystallizes to a mass of colorless crystals, which is after dried at 
temperatures from about 60° to 80°C. Yield: about 105 g. Melting point 164-166°C. The 
product is Di-(4-hydroxybutyric) calcium. It is recrystallized by dissolving in little methanol 
followed by adding acetone to cloudiness, and crystallizing in the cold. 


Instead of methanol also ethanol and isopropanol can be employed for recrystallization with 
the same success. Without employing water containing alcohols as recrystallization medium 
or as additive of the recrystallization and purification, no stable and in particular no non- 
hygroscopic calcium salts are obtained. The water content of the alcohols should be from 
about 3-10% by volume. The such obtained final product does easily dissolve in water, is not 
hygroscopic and has a pleasant aromatic odor. 


Magnesium GHB [5] 


60 g magnesium hydroxide (analytical grade) is suspended in 200 ml tap water under 
stirring. In a stream and under stirring 160 ml butyrolactone is mixed into this suspension. 
Then the mixture is heated in a water bath for 6 hours under stirring in a 2-liter-flask. The 
magnesium hydroxide dissolves practically completely. The flask is allowed to stand 
overnight, while contaminants deposit and the solution is decanted without effort from the 
contaminant deposit. The water clear decantate is initially stirred with 100 ml acetone for 10 
minutes. The colorless syrupy liquid, which now turned more viscous, is mixed again with 
100 ml acetone as described above, the acetone is again removed by decanting and the 
fairly viscous, colorless sirup is left to itself at room temperature for about 2 to 4 hours. It 
solidifies to a colorless crystal mass, which is comminuted in a mortar and dried for several 
hours in air. Melting point 76°C to 78°C. Yield: 314 g in analytically pure form. 


This magnesium salt contains about 5 mol of water of hydration. It is not hygroscopic, is stable 
and can be stored for arbitrary long times. By drying over several hours at 40° to 50°C it loses 
part of its water (1 mole) of crystallization and then melts at 118° to 120°C. Waterfree 
magnesium 4-hydroxybutyrate can be produced by removal of water by sublimation and/or 
evaporation of water under decreased partial pressure of water and at elevated temperature or 
by crystallization from a solution containing an organic solvent. The waterfree salt melts at 172- 
174°C. The chemical analysis shows 10.50 weight percent magnesium (calculated 


10.55 weight percent magnesium). All modifications are non hygroscopic and stable during 
storage. 1g of the magnesium salt dissolves in 2 ml water at room temperature, the pH of 
the aqueous solution is 7. 


It dissolves easily in water, methanol and ethanol, it does not dissolve in ether and 
hydrocarbons, it is not hygroscopic, is storable and has a pleasant aromatic odor. 


Other salts 


The Lithium and Ammonium salts of GHB would be dangerous to ingest. Lithium ion is 
toxic, and together with NH3 lactone becomes pyrrolidone. 


3) Synthesis Q&A 
Q: Can | use lye instead of pure sodium hydroxide? 


A: No, that could have unpredictable results on your health. Hardware store lye does not 
have anywhere near the rigorous purity criterions of for example food grade, ACS grade 
or electronics grade. Some people tell about successful stories using lye, which really is 
possible, but as said, the results are unpredictable. 


Q: | do not have the glassware you say are needed, can | boil the solution in a pot on 

the stove instead? 

A: No, you can not. The sodium hydroxide will corrode the metal, and assorted metal ions 
will get into your product. You can of course use simpler glassware than in my 
suggestions, and make the necessary adjustments of the procedure. 


Q: | cannot recrystallize the Na-GHB from ethanol. It forms a sticky mess. 


A: Your Na-GHB is not dry, or your ethanol is not anhydrous. Water makes the 
recrystallization almost impossible. The fact that the sodium GHB is deliquescent 
(hygroscopic) does not make this better. You must dry the GHB thoroughly, preferably ina 
vacuum desiccator before attempting recrystallization, or any other improvised alternative. 
The ethanol you are planning to use (most often supplied in a purity of 95%, the rest being 
water) must be dried by drying over anhydrous calcium sulfate followed by distillation from 
calcium oxide with adequate measures taken to exclude moisture from the reaction. 


Q: Where can | buy butyrolactone/Is it safe to buy butyrolactone? 


A: | have no idea how the situation is for you in your country. The answers to these 
questions highly depend on who you are and where you live. However, you can contact any 
of the many sellers of GHB Kits which can be found online. 


Q: Is GHB legal to manufacture/sell/possess etc? 


A: As above, this depends on where you live. However, where GHB yet isn't scheduled, 
GHB should be legal to both possess and manufacture (don't take my word for it!). Erowid 
has a good page about the legal aspects of GHB. 


4) GHB Analogs and Derivatives 


Attempts have been made to prolong and/or slightly modify the effects of GHB, with 
small alterations of the GHB molecule. This section is also known as GIHKAL (GHB- 
analogs | Have Known And Loved :-) 


e Methyl 4-Acetoxy Butanoate (MAB) 

e gamma-Butyrolactone (GBL) 

e 1,4-Butanediol (1,4-BD) 

e 1,4-Butanediol Diacetate (BDDA) 

e trans-4-Hydroxy-Crotonic Acid (T-HCA) 


e gamma-Hydroxy-Valeric Acid (GHV) 
Methyl 4-Acetoxy Butanoate (MAB) [14,15] 


Dosage: 250-2500mg 


Duration: 6-12 h (depending on dosage) 


Qualitative effects: The effect of this ester is mostly a powerful muscle relaxant effect, with a 
very long duration. The accompanying high is less euphoric than the one produced by GHB, 
although the somatic effects are very nice. Another bioassay can be read here. Comment: The 
synthesis below can also be used to make EAB (Ethyl 4-Acetoxy Butanate), if you substitute 
absolute ethanol for the methanol. The small amount of methanol released over time in the 
metabolism of MAB is probably not harmful, and the toxicity of EAB is in the 


literature said to be in the same ballpark as GHB. The smell and taste of MAB is much 

like petroleum ether. 

Synthesis: 80 grams (71.5ml) of gamma-Butyrolactone and 8 grams (4ml) 98% H2SO4 was 
dissolved in 500ml of methanol in a 1L erlenmeyer flask, which was left standing for a week 
with occasional swirling. Powdered sodium carbonate was carefully added until further 
additions did not produce foaming, then 20 grams anhydrous sodium sulfate was added to 
dry the solution. The solution was filtered and the excess solvent was removed by distilling 
up to 75°C, discarding the distillate. The concentrated residue was taken up in 250 ml of 
water and was extracted with 3x200ml CHCl3. The extract was dried over MgSOa, and 
filtered with suction. The solvent was removed by distillation up to 80°C (save this impure 
chloroform, dry it over MgSO4 and re-distill it, saving the fraction between 60-62°C for 
reuse). The residue was faint yellow, and was slowly poured into a 1000ml round-bottomed 
flask containing 80g acetic anhydride and 100ml pyridine, which was clamped in an ice- 
bath. After the addition was complete, the stoppered flask was left overnight with the ice 
allowed to melt. A solution of 100ml concentrated hydrochloric acid (12M), 100 ml water and 
200g of ice was prepared and carefully added. Two layers formed, and 100 ml chloroform 
was added. The aqueous layer was extracted with three 100 ml portions of chloroform, and 
the nonaqueous layer was combined with the extracts. The extract was carefully treated with 
50ml saturated aqueous sodium bicarbonate in a separatory funnel (a lot of CO2 gas was 
evolved), followed by shaking, and the aqueous layer was removed. The organic layer was 
then washed with 50 ml saturated sodium chloride solution, then dried over anhydrous 
magnesium sulfate, and filtered. The dried solution was freed from chloroform by distilling up 
to 100°C (save this impure chloroform, and purify as above). The residue was a slightly 
yellow liquid amounting about 60ml. This was distilled at the water pump, discarding the 
fore-run consisting mostly of pyridine. The ester came over at 97-107°C, and was clear, 
water-white and had a high index of refraction. Yield about 35 grams of pure methyl 4- 
acetoxybenzoate. 


gamma-Butyrolactone (GBL) 
Dosage: 0.5-3ml 
Duration: 2-5 h 


Qualitative effects: Very similar to GHB. More muscle relaxing and less prone to give 
clonic muscle movements than GHB. Slightly longer acting, and has a more sedative feeling 
than GHB. May easily give gastrointestinal disturbances like nausea, diarrhoea and gas. 
Comment: It is not clear if ingesting butyrolactone is toxic or not. It is not cancerogenic as 
some sources say, but is probably not good for you. The taste is extremely disagreeable. 
The compound has been used as a GHB pro-drug in some studies, for example by GHB 
discoverer H. Laborit [9]. Sold in disguise as the GHB substitute Renewtrient. 


1,4-Butanediol (1,4-BD) 
Dosage: 0.5-3ml 
Duration: 2-5h 
Qualitative effects: 


Comment: This compound is marketed as the active ingredient in the "natural product" 


Borametz, sold for the purpose of promoting Growth Hormone release. 
Synthesis: Available commercially from a number of sources. 


1,4-Butanediol Diacetate (BDDA) 


Dosage: 1-3ml 
Duration: 2-5h 


Qualitative effects: (as reported by Methaco(s)mic) | have only used doses between 1.0 
and 1.5ml. 1.0ml is not felt much and 1.5ml is like a medium dose of GHB. Ordinary 
1,4-butanediol feels to me almost exactly as GHB, so what does acetylation do to the 
effects? It can be felt after 5-10 minutes (tastes like gasoline) the peak of effects occur at 
the 40 minutes point and then the intoxication gradually dissipates during the following 
hours and at the 3 hour point the intoxication is over. Perhaps a weak sedation and muscle 
relaxation lasts to the 5-hour point. The effects are GHB like but not as nice and not 
euphoric, nothing sexual and the disinhibition is minimal. Relaxing and anxiolytic properties, 
but not fun. Rather much like MAB perhaps, but without the nice long-lasting positive 
effects. My stomach doesn't like this stuff | feel like | have to burp but | can't. 


Comment: The smell is very nice and flowery, but the taste is unpleasant and gasoline-like. 
The water solubility is very low. 


Synthesis: 20ml 99% 1,4-butanediol and 45ml 98% acetic anhydride was mixed in a 100ml 
round-bottomed flask and boiled under reflux for 30 min. The mixture was poured into 200ml 
water and extracted with 2x70ml chloroform, the pooled chloroform extracts washed with 
2x50ml saturated sodium carbonate solution, the organic layer dried over anhydrous 
magnesium sulfate, filtered and the chloroform removed by distillation. The residue was 
then distilled with aspirator vacuum to yield 25m! DABD. 


trans-4-Hydroxy-Crotonic Acid (T-HCA) [13,19] 
Dosage: 

Duration: 

Qualitative effects: 


Comment: T-HCA is 16% more potent as a GHB receptor agonist than GHB itself, and most 
T-HCA (trans-4-hydroxy-2-butenoic acid) derivatives are more active than the corresponding 
GHB homologs. The 4-CH3 analog is 9%, and the 4-Ph analog is 27% more potent than 
GHB itself. The 4-C6H11 analog is 16% less potent than GHB, and cis-4-Hydroxy-Crotonic 
Acid (C-HCA) is inactive. T-HCA has also been identified as a naturally occurring substance 
in the CNS, which dismisses the theory of T-HCA just being a synthetic semi-rigid analog of 
GHB, but as a possible endogenous receptor ligand, which also competes at GHB 
receptors, and possibly possesses specific functions of its own. 


Synthesis: 
0 0 0 


gituerhe — an, 
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To a solution of 20g (0.23 mole) of crotonic acid (2-butenoic acid) in 200ml of dry benzene, 
45.6g (0.25 mole) of N-bromosuccinimide was added under nitrogen. The solution was 


brought to a gentle reflux with stirring and was treated with 0.5g (3.7 mmol) of 2,2'- 
azobisisobutyronitrile as a radical initiator. Refluxing was continued for 2 h, and the 
solution was cooled to 10°C. The resulting white precipitate was filtered off, and the filtrate 
was evaporated in vacuo. The residue was taken up with 200ml of carbon tetrachloride 
and the mixture was cooled to 0°C and filtered. The filtrate was evaporated in vacuo to 
give 38 gram of a mixture consisting of 85% 4-bromocrotonic acid and the rest unreacted 
starting material. Pure 4-bromocrotonic acid can be obtained by multiple recrystallizations 
from petroleum ether. 


To acold solution of 12g (72 mmol) of 4-bromocrotonic acid in 120 ml of water was added 
dropwise 240 ml of a 2M KOH solution in water. After the addition was completed, the 
solution was successively heated under reflux for 5 minutes (oil bath temp 120°C), cooled in 
an ice bath, and acidified with dilute H2SO4. The medium was evaporated under vacuum, 
and extracted with ethyl ether. After the drying and evaporation of the solvent, the residue 
was chromatographed on a silica gel column eluted with a mixture of EtOAc:MeOH (97:3) to 
yield 5.22 g (71%) of pure T-HCA. After recrystallization from EtOAc, the mp was found to 
be 108°C. 


gamma-Hydroxy-Valeric Acid (GHV, 4-Methyl-GHB) [13] 
Dosage: Similar to GHB. 

Duration: Similar to GHB. 

Qualitative effects: See my 4-Methy|-GHB Document 


Comment: According to reference [13], GHV is 15% more potent as a GHB receptor 
agonist compared to GHB itself, and nearly as potent as T-HCA (trans-Hydroxy Crotonic 
Acid). The 3-methyl derivative of GHB (GHV is the 4-methyl derivative) is 7% more potent, 
and the 4-pheny! derivative is just slightly more potent than GHB itself. 


Synthesis: 8 grams (0.2 moles) of sodium hydroxide was dissolved in 50 ml of methanol 
with gentle heating, and some insolubles were filtered off. 20 grams of gamma- 
valerolactone (0.2 moles) was added as fast as the exothermic reaction allowed, and the 
solvent was evaporated in vacuo and the wet, soapy residue was dried in a desiccator over 
CacCl2. The crude product was finely ground in a mortar, placed in a buchner funnel, 
washed with 200 ml of acetone and sucked as dry as possible at the pump. After drying 
over CaCl2, the Sodium gamma-Hydroxy-Valerate, a deliquescent, white, crispy and slightly 
soapy powder, weighed 26.9 grams (96% of theory) and had a pleasant aromatic odor, and 
the taste was not unlike that of Sodium GHB itself. 


delta-Hydroxy-Valeric Acid (DHV) [13] 
Dosage: Similar to GHB. 
Duration: Similar to GHB. 


Qualitative effects: Similar to 4-Methyl-GHB 


Comment: Using delta-Valerolactone as starting material yields Sodium delta-Hydroxy- 
Valerate (DHV, 5-Hydroxy-Valerate), which is just slightly less potent than GHB [13]. 


Synthesis: Same as for 4-Methyl-GHB 
5) Precursors 


The obvious precursor for the synthesis of GHB is gamma-Butyrolactone. It can be 
made from pre-precursors such as Tetrahydrofuran (THF) with oxidants such as 
Ruthenium tetroxide[2], calcium hypochlorite[3] and nitric acid[4]. 


4-Halo-butyric acid derivatives (chloro, bromo, iodo) can also be used. As in the synthesis 
below, they can be converted to gamma-butyrolactone by distillation with sodium methoxide. 
gamma-Butyrolactone from 4-bromobutyric acid: To a solution of 7.8 g of sodium in 500 


cc of absolute alcohol was added 60.5 g of 4-bromobutyric acid. The reaction mixture was 
boiled under a reflux condenser for about five hours. During this time sodium bromide 
separated. The alcohol was distilled from a steam bath, and the lactone was separated from 
the sodium bromide by extraction with ether. The ether was evaporated and the lactone 
distilled under ordinary pressure. The yield was 21.2 gram (67%) of product boiling at 202- 
206 TC. 


An alternative may be free radical chlorination of butyric acid with sulfury! chloride in the 
presence of peroxides[6], and separate the isomers through distillation, make the sodium salt 
of 4-chlorobutyric acid, and cyclize to the lactone as with the 4-bromo derivative above. 


gammaz-Butyrolactone can also be made from 4-methyl butyric acid[7], 3-pheny! propyl 
cyanide[8], gamma-diethy! aminobutyric acid[1] and beta-chloroethyl vinyl ether[18] as well 
as many other a bit too exotic chemicals. Industrially, it is commonly made by reacting 
acetylene with formaldehyde under high temperatures and pressures. 


A very unusable synthesis comes from Journal of Chemical Education [20]: 


A five-membered cyclic ester, gamma-Butyrolactone, was prepared from GHB using a 
microscale reflux method. Cyclization yielded a product with a boiling point significantly 
greater (by 129 °C) than that of the open-chain analogue. 


Purification of Precursors 

CA 54; 43933 

Outlines of a purification of gamma-butyrolactone. 

US Pat No 4,851,085 

Purification of gamma-butyrolactone to remove metal ions and color-forming impurities. 
US Pat No 3,891,511 


Multi-stage purification of 1,4-butanediol 


Other Texts Worth Looking Up 
US Pat No 4,983,632 


Alcoholism treatment with GHB preparations and pharmaceutical compositions designed 
to hide the taste of GHB. 


CA 59; 11234e 

Sketchy synthesis of GHB and GABA and some pharmacological data. 

US Pat. 5,380,937 

Synthesis of salts and amides of GHB with improved pharmacological properties. 
6) Physical/Chemical Properties 

gamma-Butyrolactone 


Mol wt 86.09; mp -43.53°C; bp 204°C; d 1.12 g/ml 
CAS No: [96-48-0] Flash point: 98°C 


Miscible with water, soluble in methanol, ethanol, acetone, ether, 
benzene LD50: 1720 mg/kg (orally, mouse) 1540 mg/kg (orally, rat) 


Uses: Solvent, paint remover, capacitor electrolyte, in organic chemistry 


Synonyms: GBL, BLO, butyrolactone, gamma-hydroxy butyric acid lactone, 1,2-butanolide, 
1,4-butanolide, 4-butanolide, 2-oxandrolone, tetrahydro-2-furanone, dihydro-2(3H)-furanone. 


Sodium GHB 

Mol wt 126.09; mp 145-146°C 
CAS No: [502-85-2] 
LD50:2700mg/kg (orally, rat) 


Synonyms: Gamma-OH, sodium oxybate, sodium gamma-oxybutyrate, Somatomax 
PM, Wy-3478, NSC-84223, Somsanit, Anetamine. 


Potassium GHB 

Mol wt: 142.20 

Calcium GHB 

Mol wt 246.16; mp 164-166°C, 166-168 °C 
Magnesium GHB 


Mol wt 230.39; mp (anhydrous) 172-174°C; tetrahydrate 118-120°C; pentahydrate 76-78°C 


Rohypnol 


Psychedelic Drugs 


Bufotenin 


Materials Required 


Source Material: 


e 8-10g cebil seeds 


Solvents: 
e 100m! IPA 99% 


e 500ml! Distilled (Deionized) Water 


Reagents/Desiccants: 
e 29 Sodium carbonate 


e 200ml Vinegar (Water and Acetic Acid) 


Equipment: 
e hot plate for toasting 
e afewyjars 
e stainless steel pot 


e coffee filters 


Preface 


This is a very basic extraction tek for bufotenine and also bufojam changa. It will also go 
into how to make a good bufotenine changa mix for it, which seems to help the experience's 
awesome factor. Toasting evaporates some of the not-so-nice alkaloids, and possibly turns 
bufotenine n-oxide back into bufotenine although this remains a speculation. This 


bufotenine extraction tek is the most recent one developed by Fractal Enhancement and 
can be found on the "Wow Oh Wow Bufotenine Success!!"!! thread. 


This tek will create one gram of bufotenine changa. 


The Process 
Step 1 


Toast 40(about 8g) Anadenanthera colubrina seeds at 450-500°F (230-260 °C) for 
30 minutes. 


Step 2 
Grind your seeds up. 
Step 3 


Boil the seed powder in a pot filled with a solution of distilled (deionized) water and vinegar 
for 30 minutes. 


Step 4 

Pour this solution into a jar and keep the seed powder in the pot. 
Step 5 

Repeat steps 3 and 4. 

Step 6 


If the two of your solutions are not in the same jar, put them both in the same jar; 
discard your seed powder and clean the pot. Filter your solution using a coffee filter. 


Step 7 


Once you have filtered your solution, put the solution into your cleaned pot and reduce your 
solution. 


Step 8 
When the solution gets thick, add sodium carbonate and stir. 
Step 9 


Evaporate the solution: You may use heat to evaporate your solution as bufotenine is 
not sensitive to heat. 


Step 10 


Once you have evaporated your solution you will be left with powder; do three |PA pulls 
on this powder. 


To do a pull pour |PA onto your powder, leave the |PA there for 10 minutes then pour the 
IPA into a jar. 


Step 11 

Filter the IPA you obtained from the pulls with a coffee filter. 

Step 12 

Evaporate the filtered |PA, you may not use heat as this may be dangerous. 
Step 13 


When you can no longer smell any IPA, this stuff is o.k. to smoke. A dose depends on how 
strong your seeds are, but usually just smoke it until you don't want to smoke anymore. Do 
it slowly over the course of 5-10 minutes, taking long, slow hits. 


Bufotenine is a bit harsher to snoke compared to DMT; the effects come on slower 
than DMT and last a bit longer. 


Harmalas increases the duration of the effects of bufotenine. 


Optional step for Bufojam Changa 


Bufojam Changa is something that | recommend everyone try. Bufojam changa is a mixture 
of bufo changa and 1g of freebase DMT or jungle spice. | recommend the jimjam_spice from 
my D-limonene and Fumaric Acid tek. This jungle spice mixed with bufotenine changa is 
absolutely stunning. The DMT really helps the experience and makes it VERY similar to 
Ayahuasca in its duration and effects. This is the only smokeable mix that has ever given 
me such a similar experience to Ayahuasca or Pharmahuasca. 


So, to infuse your bufotenine changa with DMT or jungle spice, just put 1g of your spice into 
some 99% IPA and then evaporate it onto your bufotenine changa. Stir this as it evaporates 
to spread the dmt around evenly. This creates the bufojam changa. 


Another thing you can do is just create the bufotenine changa and instead of adding DMT 
directly to it, you can make a DMT changa using the same recipe. So, just add 1 gram of 
dmt to 250mg of good weed or mullein, 250mg peppermint, 200mg lavender, 300mg caapi 
vine and 100mg harmala alkaloids or 10-20g caapi IPA extract. That way you can have 
either just DMT, just bufotenine, or you could combine the two together in any ratio that you 
want. This method will give you a bit more freedom and you will be able to choose exactly 
what sort of experience you want to have. 


One dose of this is about 50-100mg of herb. | recommend you mix this together with enough 
weed, or some other herb, to roll a joint. This helps the speed of intake so that you don't get 
it all at once. I'm sure if you tried smoking this all at once you would have a VERY powerful 
breakthrough that would last quite some time, but it was so enjoyable stretched out | 
recommend smoking it slowly from a joint. Was very much like doing oral dmt. The peak 


effects lasted probably about 2-3 hours, maybe more. Smoking the joint can take up to an 
hour, because after a certain point you just kind of fall into visions. But, you can keep 
dosing little bits to stay at the peak by just lighting up the joint again and taking a few more 
hits. As you get closer to a roach it becomes more powerful every time you hit, because all 
the alkaloids have been running from the heat. 


When this was tested out the first time, effects were still noticed after 12 hours. There was 
mild flickering of the vision similar to low doses of bufotenine and also slight morphing to 
surfaces. It's best smoked at night in darkness, but I'm sure it would be great to smoke 
and walk through the forest. 


Good luck to all! Have fun and stay safe! 


Racemorphan 


Equipment: 


CRUCIAL(!): A scale or system capable of measuring accurately down to 1 to 2 milligrams 
(mg). These are highly potent narcotic (opioid)-analgesics! Levorphanol is as potent as 
Dilaudid (hydromorphone), and much longer acting! Racemorphan is half as potent as 
levorphanol, but still more potent than heroin (diacetylmorphine)! Better measure carefully, 
when dosing yourself, or you are going to end up with permanent X's over your eyes, like 
in the comic strips, but not as funny. | actually have confidence in you guys, you know, but 
| feel it's my moral (as the selfless community and public servant that | am, being 
DopaMan) responsible to say this stuff. 


NECESSARY -- A refluxing device: You should know how to acquire or make one! 
NECESSARY -- A device for evaporation in vacuo: Same here. 


A source or way of producing hydrogen (is needed): Look in Rhodium's archive for some 
of the great instructions offered there. 


A device for filtration, and filter paper (are needed): these are easy things to come by as 
you should so very well know. 


Chromatography column, alumina-filled: check around. 
Additionally: 


Also Necessary(!): Equipment for heating, crystallizing, etc.: pH paper (or a red 
cabbage indicator; one of these is necessary). 


There are other things required, as well. Check the synthesis directions, and decide in your 
mind what else you need to get. Probably plenty of other things. I'm just too lazy to do any 
more work for ya (as far as anything other than chemical information goes). 


Chemicals: 
2-(1,4-Cyclohexadienyl)ethylamine: 6.2 grams. 
p-Methoxyphenylacety! chloride: 9.4 grams. 
Phosphoryl chloride: 3 grams. 


Hydrobromic acid (judge the amount for yourself, damnit! For general info, there's lots of it 
at Rhodium's site). 


Check around (these things aren't watched, to my knowledge, but | would certainly have a 
ready explanation for what | wanted to use the one for that you're checking on, if calling a 
supply house. Look online, maybe. | might, later, do just that, and then ask Rhodium if 
he'll post it in this synth file (but it may be awhile, so don't hold your breath). 


Chemicals also needed: 


Hydrochloric acid (dilute solution): you can make this by mixing the moderately strong acid 
solutions (simple muriatic acid type HCl) with purified water. No matter what the strength, 
HCl is dangerous! Just be smart! (You can find muriatic acid [hydrochloric acid for 
swimming pools, also used by some for cleaning grease off bike chains and certain metals] 
at almost any hardware store, dirt cheap! It's like $3.00 for a shit-load of the stuff!) 


Caustic soda (strong). Be careful! You know why? It'll bite your head off, man! Seriously! 
Mucho caustico! 
IF DESIRED--I(levo)-Tartaric acid (if making levorphanol): if desired. For optical 


resolution--production of the more potent levorphanol. (Still checking on this one part of 
the procedure, but it should work just fine.) 


Alternates (if not catalytically reducing as the last step; if desired): 


CH20: Methylene oxide (alternate final procedure). | think, but I'm not sure, that this might 
be carcinogenic, if taken internally, or your skin is exposed to a lot of it, so don't be jerking 
off while you're handling it (salami must be slapped beforehand or afterward!) 


Formic acid (alternate procedure, also). This is apparently not something that you want 
in your lungs! Watch out for toxic fumes, and other such shit! 


Phosphoric acid: (alternate, also.) Be wary of these kinds of acids! They can be 
pretty dangerous! 


Solvents: 


Benzene: 130 ml, at least (remember, this is highly toxic, and a carcinogen, if inhaled, or 
spilled on or taken into your body, so make sure it is completely evaporated each and 
every time it is used, and have proper(!) damn ventilation. Don't leave this in your final 
product if you care at all about your health, or the health of whomever is going to be 
consuming it. Better smell the product (not too deeply) at the end to make sure that there 
isn't contamination. 


Petroleum ether: look for directions in Rhodium's archive. 


Methanol (very toxic; make sure all is evaporated): 100 milliliters+ at least, preferably 
more for ready use. 


Purified water (highly toxic; just kidding!): any supermarket; even bottled water would 
probably do. If you use plain ol' bottled water, you should drink seven to eight glasses a day 


Ns 


Anisole: (if desired) for crystallization, assuming it's racemorphan hydrobromide. (May be 
a useful thing for you.) 


Vodka, Everclear, or denatured ethanol(this last one being toxic): (if desired) for making 
a dilute solution for crystallizing the final product (of racemorphan especially). 


Catalysts: 


Sodium bicarbonate (baking soda--duh!): 5% solution, 200 milliliters--this one's so easy it 
actually hurts: any supermarket has powdered baking soda. Measure out and make your 
own solution. 


Raney nickel: I'm sure this is fairly easy to come by, say, at chemical supply houses, or in 
catalogues. It may be even easier to get than that. You need to know how to accomplish a 
reduction with this substance. 


Decolorizing carbon (sufficient for procedure given). 


Formaldehyde: for the end reduction, assuming you're doing it that way. (Not for use 
in maraschino cherries, as the old wives' [piece o’'] tale goes.) 


Method of catalytically reducing a quinoline. There are a number of acceptable methods, 
which apply to many compounds. The methods applicable aren't specifically for isoquinoline 
compounds necessarily. They are general catalytic reduction methods. If synthesizing 
racemorphan/levorphanol, you should probably know one of these already, anyway. 


Synthesis directions: 


One starts out with 6.2 grams 2-(1,4-cyclohexadienyl)ethylamine, which is placed in 80 ml 
benzene, and then treated, in the presence of sodium bicarb. (a 5 per cent solution, 200 
ml), with p-methoxyphenylacetyl chloride, in benzene. 


As this is done, the concoction is stirred and externally cooled. The chemical it yields is an 
oily amide, crystallizing if scratched with a glass rod. Now, recrystallize this from a mixture of 
n-hexane, and benzene. The chemical, 

N-2-(1,4-cyclohexadienyl)ethyl-p-methoxyphenyl acetamide, which is in the form of colorless 
scales, and melts at a temperature of 86-86.5 degrees Celsius, is obtained at a quantity of 
12.5 grams. 


Three Grams of this substance, in a mixture with 3 g. phosphoryl chloride, and 50 ml benzene, 
is refluxed for 30 minutes. (TV time; better set your egg timer(!)--it's not just for eggs, you know. 
Can you picture watching Matlock while synthesizing narcotics?) The result is the formation of a 
solution reddish-yellow in color, plus the evolution of hydrogen chloride. This must be cooled. 
Then, add petroleum ether - enough so that there is produced a reddish precipitate. By allowing 
this time to stand, make sure that no more will precipitate (that the precipitation process is 
finished with), then separate the precipitate by filtration. 


Dissolve this in a dilute hydrochloric acid solution. Shake with benzene, and filter through 
filtration paper wetted with benzene. Now, with external cooling and stirring, make this 
alkaline by careful addition of strong caustic soda. For this process, you will, of course, need 
pH paper, available at some pool supply stores, or in some catalogues. Potentially, you 
might use the effective boiled red cabbage pH indicator technique (aren't vegetables cool?! 
Underrated, | think!). Next, separate the layer of benzene, and dry, evaporating the 
benzene, in vacuo, within a hydrogen atmosphere. 


The red residue is then dissolved in 50 ml of methanol. Reduce it over 1.5 g. Raney nickel 
catalyst. Remove the Raney nickel by filtration, and remove the methanol by evaporation in 
vacuo. Dissolve the residue in benzene. It may be purified by running through a 
chromatography column filled with alumina. After evaporating the benzene solvent in 
vacuo, dissolve the yellow-colored and oily base in another 50 ml of methanol. This is 
neutralized with hydrobromic acid (not too much, or it'll attack the phenolic-ester methoxy 
group, which remains for the time being), and evaporated in vacuo. The residue from this 
crystallizes when scratched with a glass rod. Dissolve this, using little water (but enough). 
When heated to the point of boiling, add decolorized carbon. Then, filter off while hot. This 
gives you a yield of 1.5 grams of the compound 

1-p-methoxy-benzyl-1,2,3,4,5,6, 7,8-octahydroiso-quinoline hydrobromide (salt), which is in 
the form of colorless prisms, and has a melting point of 197-198 degrees Celsius. 


This isoquinoline product is then converted, in one of several ways, to racemorphan 
(levorphanol+dextrorphan). Other methods may be discovered that work well, but this is 
probably the best method, as it methylates the compound at the same time as the 
reduction is going on: reduce the quinoline catalytically, in the presence of formaldehyde, 
by one of a number of acceptable methods (general catalytic reduction - many will work 
with a semi-complex, cyclic aryl-amine like this). Just be sure to remember to use 
formaldehyde! Otherwise, use another method. 


Another, different, way of finishing the process is as follows: After the Raney nickel reduction, 
separate the product from the catalyst, purifying as previously outlined. Now, react your product 
with CH2O and hydrogen, or formic acid, resulting in 2-methyl substitution of 


the isoquinoline. Heat this with ten times its weight in phosphoric acid (specific gravity, 
1.75) at 140-150 degrees Celsius for approximately 70 hours, or a bit longer. (This would 
be a good time to restock your reagents or solvents, in case there isn't a good sci-fi 
marathon on television. Or grab a Hustler or a Penthouse, some Jergens hand lotion, and 
some Puff's Plus, at 7-Eleven.) The resultant brown solution is ice-cooled (with water, and 
externally, as well), and carefully made alkaline, using the pH indicator phenolphthalein, 
with ammonia. See below at crystallization, as it very specifically applies here. 


Assuming you are keeping the product at the racemorphan stage, and crystallizing, you 
can do this well with anisole and dilute ethyl alcohol. 


Here is one method for recrystallizing: (Specifically, starting right where the paragraph 
before the last one left off) In an extraction, shake out the freebase with diethyl ether ("duh-- 
what other kind would one use," you ask, right?), and then evaporate the ether in vacuo. The 
racemorphan is then sublimated on an oil bath at a temperature of 180-199 degrees Celsius, 
plus 0.3 mmHg, vacuo. You may recrystallize this once, from anisole (and dilute ethanol, 
maybe?). You may also, after evaporating the ether, recrystallize twice using the anisole, or 
that and dilute ethyl alcohol upon second recrystallization(?). The most soluble salt of 
racemorphan is apparently that of the hydrobromide, but one may also use the 
hydrochloride, or apparently even the sulfate (would one be able to create this salt before 
recrystallizing, | wonder? It would sure be helpful). You might check on the sulfate viability, 
though, to be sure. Couldn't hurt. 


However, if one desires the twice-as-potent and less toxic (as if the first were even 
anywhere close to being as toxic as even a martini) compound levorphanol (the pure opioid, 
from this racemic mixture of an opioid and an agent affecting NMDA receptors, which is 
dextrorphan, as previously mentioned) optical resolution with |-tartaric acid should furnish 
levorphanol tartrate, which may be separated from the remaining dextrorphan base. The 
dextrorphan may also be saved, and made into the hydrobromide salt for use as a ketamine- 
like dissociative and psychotomimetic, at much higher doses than those at which 
racemorphan is active as an opioid analgesic. | would actually not recommend this final step 
(resolution), even though | think levorphanol is one of the greatest opioids of all time, as it 
may reduce yields to perform the optical resolution, and it really isn't worth the extra effort, 
as you simply only have to make the dose of racemorphan twice that of what the levorphanol 
would be (check up top for my instructions). It's not significantly more toxic, or anything, so | 
would really encourage you to keep the racemorphan as-is. It's still some seriously potent 
shit! More powerful than heroin: but don't expect it or levorphanol to produce any quick rush 
or flash of euphoria, like heroin, fentanyl, or morphine, though they do produce a rush when 
snorted or injected, and (no matter how they're taken), both racemorphan and levorphanol 
actually end up producing a more steady state of, and even stronger sense of euphoria than 
even morphine or Demerol. They are highly euphoric, but it takes a bit of time: about 30 to 
45 minutes or more for the major effects to start, when taken orally; or about five minutes 
for this after injection (around fifteen minutes after snorting), so don't take more if you think 
it's not working(!), because it will! A peak is reached at about one-and-a-half (even two) 
hours (and then the peak lasts for hours and hours). The peak after injection is about one 
hour; or an hour and fifteen minutes after insufflation. 


Whether racemorphan or levorphanol is used, it is crucial that one has a scale with the 
ability to measure accurately down to 1 to 2 milligrams. Taken by mouth, 3 to 4 mg of 
levorphanol is a very potent dose. Take it from someone who has had a lot of personal 
experience (pharmaceutically produced levorphanol) with this wonderful, yet seriously potent 
compound. Racemorphan is basically half as potent. If injected, both substances are about 
twice as effective as they are orally. Be warned! These are highly potent narcotic-analgesics! 


Properties and data 


Levorphanol tartrate: 17-methylmorphinan-3-ol, or |-3-hydroxy-N-methyl-morphinan, has 
the empirical formula C17H23NO, and a molecular weight of 257.38. A highly active mu- 
opioid orally, it is approximately equipped with Dilaudid (hydromorphone) when injected. 
One mg Levorphanol tartrate equals 0.58 mg levorphanol base. 


Levorphanol tartrate dihydrate: 17-methylmorphinan-3-ol hydrogen tartrate (1:1) 
dihydrate; C1 7H23NO-C4H606-2H20. Crystals melt at 113-115°C. 


Racemorphan (d,I-form; half dextrorphan) hydrobromide, crystals from anisole and dilute 
alcohol. Melting point 198-199°C. 


Good luck! Be careful! This is a habit-forming and controlled substance that is scheduled (C-II; 
Schedule II) alongside morphine and stimulants like cocaine and methamphetamine. 


LSD 


Introduction 


LSD is, without a doubt, the king of hallucinogens. It is rather difficult to make by total 
synthesis, but with the right starting materials (lysergic acid, ergotamine) it is as easy to 
produce as your average THC or amphetamine. | call it the king because of the awesome 
potency, the usual hallucinogenic dose being about 100 to 400 micrograms orally. The 
amphetamine DOM (STP), which is 100 times more powerful than mescaline, requires a 
dose of 5 milligrams. This gives one gram of LSD the potential to contain 4,000 to 10,000 
doses. With an average of about 6,000 doses per gram, the street value (based on $5 a 
hit) of one gram of LSD is $30,000. 


LSD Synthesis 


As with the rest of this book, | will deal only with the synthetic manufacture of drugs (LSD 
included). If you want to grow the ergot alkaloids that begin the total synthesis of LSD, then you 
will have to go to the Merck Index and look up the references to the operation. Michael V. Smith's 
book, Psychedelic Chemistry, has a section on growing Claviceps purpurea, which yield ergot 
compounds. This section is very complete and informative, but | think that you should also look 
up the dangers of growing this fungus before doing it, as it causes a type of 


gangrene that can kill you (not to mention making your arms and legs fall off) upon 
contamination of your body. As Mr. Smith's book states, this fungus is very temperamental, 
hard to obtain, even harder to grow and difficult to work with. Smith's book gives many 
references and many formulas that you will not see here, but which are of great interest in the 
making of all hallucinogens (not just LSD). This does not make my book incomplete. On the 
contrary, | have given more than enough information to make every major type of drug. 


My book is not intended to cut in on Smith's book sales. It is intended to give you 
information and formulas that Smith's book lacks. Where he gives many different types of 
formulas, | give only the fast, simple and high yielding formulas. Also, you will not see the 
same formula in both his and my book, unless it is a general method and not specific. What 
his book lacks, my book gives (equipment, methods, basic chemistry, a wider variety of 
types of different classes of drugs, glossary terms, easier to understand wordage, how to 
buy and make precursors, etc.). What my book lacks, his book gives (more variety of 
hallucinogenic formulas, cultivation of pot and ergot, tests for activity, etc.). | feel it would be 
a good idea to buy his book and try some of these harder formulas after learning the basics 
and practicing some of the formulas from my book, for complete understanding first. 


Forgive me for wandering from the subject of LSD synthesis. As this first chapter of formulas 
is for psychedelics, | felt it necessary to explain the difference of the only other book of this 
type. If you are sharp, and have carefully read my chapter on buying precursors, you should 
be able to get lysergic acid from a supplier. Be warned, that the DEA must be informed of 
the purchase by the supplier, according to laws requiring them to do so. Lysergic acid can 
be made. Following is the general method to give you a very good idea of the procedure and 
chemicals involved. 


Synthesis of Lysergic Acid 


By reacting N-benzoyl-3-(B-carboxyethyl)-dihydroindole (see JCS, 3158 (1931) for the 
preparation of this compound) with thionyl chloride, followed by aluminum chloride gives 1- 
benzoyl-5-keto-1,2,2a,3,4,5-hexahydro benzindole. This is then brominated to give the 


4-bromo-derivative, which is converted to the ketol-ketone by reacting with methylamine 
acetone ethylene ketol. This is then hydrolyzed by acid to yield the diketone and treated 
with sodium methoxide to convert it to the tetracyclic ketone. Acetylate and reduce this 
ketone with sodium borohydride to get the alcohol, which is converted to the hydrochloride 
form, as usual. 


The above hydrochloride is treated with thionyl! chloride in liquid sulfur dioxide, to produce 
an amorphous chloride hydrochloride, which is converted to the nitrile with sodium cyanide 
in liquid hydrogen cyanide. Methanolysis then gives the ester of the nitrile. Alkaline 
hydrolysis of this last compound, followed by catalytic dehydrogenation in water using a 
deactivated Raney Nickel catalyst (see JOC. 13, 455 1948) gives dl-lysergic acid. 


Total Synthesis Of Lysergic Acid 


This is the easiest way to totally synthesize lysergic acid. There are other ways, but after 
reviewing other methods, | found this to be superior. It is quite complicated and it takes 
good modern equipment. 


JACS, 78, 3087 (1956). 3-Indolepropionic acid, 94.5 g (0.5 mole) is dissolved in 600 ml of 
water containing 20 g of NaOH. The solution is mixed with 100 g of Raney Nickel catalyst 
and hydrogenated at room temp in a steel bomb at about 3,500 psi until the uptake of 
hydrogen stops (about 20-30 hours). Filter off the catalyst and wash it with a little water to 
remove the product that is clinging to it. Add 85 ml of conc HCI acid to the filtrate, and cool. 
If your reduction is incomplete, you will now have unreacted starting material separate, and 
this must be removed by filtration. Benzoylate the filtrate (the Schotten and Baumann 
method is preferable), using 210 ml of 12 N NaOH 180 ml of benzoyl chloride. Keep the 
solution alkaline throughout the benzoylation, and keep the temp below 40°C by cooling. 
When the benzoyl chloride is fully reacted, the reaction mixture is cooled and acidified with 
300 ml of HCI acid. Filter the crude product by filtration, wash with water, and extract with 
four 1 liter portions of hot water. Separate, and crystallize the resulting syrupy product from 
a few volumes of methanol. Filter and wash with a little cold methanol to get a little over 100 
g that melts at 151-153° This is |-Benzoyl-3-beta-carboxyethyl-2,3-dihydroindole. This can 
be purchased to eliminate this step. 


1-Benzoyl-5-keto-1,2,2a,3,4,5,-hexahydrobenzindole. 118 g of the above product (1- 
benzoyl-3-B-carboxyethyl-2,3-dihydroindole) is mixed with 200 ml of pure thionyl chloride. 
This solution is allowed to stand for 30 min, then it is warmed gently for 15-21 min ina 
steam bath. Excess thionyl chloride is completely evaporated with the temp maintained 
between 22-26°C in vacuo. The crude acid chloride is dissolved in dry carbon disulfide. This 
solution is added, in a thin stream, to a well stirred suspension of 240 g of aluminum 
chloride in 1750 ml of carbon disulfide in a 5,000 cc flask. Note: this must be done under a 
fume hood. A complex will separate and bog down the stirring device. Heat this mixture 
under reflux while stirring for 1 hour. Decompose this mixture by adding 500 g of ice, 250 ml 
of conc HCl acid, and 500 ml of water, all while good stirring is continued. Cooling of this 
operation is affected by periodic distillation of the carbon disulfide in vacuo. After the 
decomposition is complete, any remaining carbon disulfide is removed completely in vacuo, 
and the product is extracted with 2 liters of benzene. The extract is washed well with 500 ml 
of 2 N NaOH in three portions, and then with water. Dry (with the usual magnesium sulfate), 
and evaporate to a small volume in vacuo. Add this small volume to several portions of ether 
to get the ketone to crystallize (add slowly), and filter, then wash with ether to get 85 g of 
pure title product, mp: 146-147°C. 


1-Benzoyl-4-bromo-5-keto-1,2,2a,3,4,5-hexahydro benzindole. A solution of the above 
indole (305 g) in 2,200 ml of glacial acetic acid is warmed to 40°C. While the reaction is 
illuminated with a 250 watt bulb, 352 g of pyridine hydrobromide perbromide is added in 
portions, over 5 min with shaking. The solution is then heated to 60° and is held between 
there and 55°C for 30 min. Treat the mixture with carbon, and evaporate to a small volume 
in vacuo. The residue is taken up with 2,200 ml of chloroform, and wash this solution with 
several portions of water, dry as above, and concentrate in vacuo. Crystallize the residue 
from 2,200 ml of 50% acetic acid and 50% ether to get 270 g of title product that melts at 
180.5-181.5°C. Another crop can be obtained from concentrating the fltrates. Yield: 30 g of 
less pure product. 


1-Benzoyl-2,2a,3,4-tetrahydro-4-methyl-2-methyl-1 ,3-dioxolan-2-yl-methyl-aminobenzindol-5 - 
(1H)one. A solution of the last indole product above (270 g) and 307 g of methyl aminoacetone 
ethylene ketal in 4,500 ml of dry benzene is refluxed for 21 hours under 


a slow stream of nitrogen. The mixture is cooled and 151 g of methyl aminoacetone ethylene 
ketal hydrobromide is filtered off. The filtrate is washed with ice water, then extracted with 

2.5 liters of cold dilute HCI acid containing 150 ml of the concd acid. The acid extracts are 
immediately added to an excess of ice cold dilute NaOH. Extract with 1 titer of chloroform, 
dry over magnesium sulfate, treat with carbon and concentrate by evaporation in vacuo. 
The residual ketol-ketone is crystallized from acetone to yield 220 g, mp: 135-136 °C. 


5-Keto-4-N-methyl-N-acetonylamino-1 ,2,2a,3,4,5-hexahydro benzindole. 20 g of the above 
product is dissolved in a mixture of 250 ml of conc HCI acid and 250 ml of water, and the 
solution is kept under nitrogen for 5 days at 37°. Cool the mixture, treat with carbon, filter, 
and concentrate the filtrate in vacuo to a small volume. Treat the residue with an excess of 
sodium bicarbonate, extract with cold chloroform, and remove the chloroform by 
evaporation in vacuo at room temp. The crude diketone is powdered, slurried with 75 ml of 
benzene-ether, and filtered. Yield: 9.8 g, mp: 105-107°C. 


9-keto-7-methyl-4,5,5a,6,6a, 7,8,9-octahydroindole-(4,3)isoquinoline. 25 g of the above 
product is mixed with 550 ml of absolute ethanol. Stir this mixture under nitrogen and cool 
to -15° with an external freezing mixture. Sodium methoxide is added (17 g) and the mixture 
is stirred for 10 min at -10 to -12°. Cool to -25°, and the product is filtered and washed 
(while still in the funnel) with cold ethanol and ether. Without exposure to air the crude 
ketone is immediately slurried with a little ice water and filtered. Wash with ice water, 
ethanol, then ether (all cold) to yield 16 g of product melting at 145-147°. 


4-Acetyl-9-keto-7-methyl-4,5,5a,6,6a, 7,8,9-octahydroindole-4,3-quinoline. 24 g of the 
last product is added to 80 ml of cold acetic anhydride. The mixture is held at 25° for 
about 5 min, then thoroughly cooled, filtered, and the product (a solid) washed with ether 
to yield 20.5 g, mp: 169-170°. A second crop is obtained by concentrating the mother 
liquor by evaporation. 


A mixture of the last product (1.0 g) and 10 g of palladium carbon (5%), in 35 ml of xylene, is 
heated under reflux for 4 hours. The catalyst is filtered and extracted with hot methanol and 
chloroform. The combined extract filtrates and the initial filtrate are combined and 
evaporated in vacuo. The residue is recrystallized from water to give 0.6 g of a monohydrate 
product that melts at 255-256°. This product is called 4-acetyl-4,5,5a,6-tetrahydro-9- 
hydroxy-7-methyl indole-(4,3fg)-quinolinium hydroxide betaine. 


4-Acetyl-9-hydroxy-7-methyl-4,5,5a,6,7,8,9, 10-octahydroindole-(4,3fg)-quinoline. 1 g of the 
above betaine in a mixture of 20 ml of ethanol and 5 ml of water, is treated with 0.08 g of 
sodium borohydride, and this solution is refluxed for 10 min and kept at 25° for 1 hour after 
the reflux is finished. The solvent is distilled off, and the residue is taken up in a mixture of 
chloroform and water. The chloroform solution is separated, dried as above, and then the 
solvent is distilled off. The residue is recrystallized from a nitromethane-ethyl acetate 
mixture to yield 0.2 g (21%), mp 193-196°. Not only is this a small scale, but it is a poor 
yield, requiring you to perform it several times to get enough product to perform the next 
step. When you have more than enough, convert the product into its hydrochloride form by 
dissolving in dry methanol and precipitating with dry hydrogen chloride. 


4-acetyl-9-chloro-7-methyl-4,5,5a,6,6a, 7,8 ,9-octahydroindole-(4,3fg)-quinoline hydrochloride. 


3.1 g of the above product in its hydrochloride form is dissolved in 75 ml of liquid sulfur 


dioxide contained in a glass lined, high pressure bomb, or autoclave. Thiony! chloride (1.2 
ml) is added and the vessel is sealed and kept at 25° for 6 hours. Vent the vessel carefully 
and remove the mixture. Evaporate the sulfur dioxide while keeping the volume of the 
solution constant by the slow addition of dry ether. The amorphous chloro hydrochloride is 
filtered, washed with ether (dry) and dried by evaporating in vacuo to give 3.5 g of 
product, mp:130-135°. 


4-Acetyl-9-cyano-7-methyl-4,5,5a,6,6a, 7,8,9-octahydroindole-(4,3fg)-quinoline. 40 g of dry, 
powdered sodium cyanide, is added to ice cold liquid hydrogen cyanide and stirred gently 
with ice bath cooling. Speed up the stirring, continue the cooling, and add 7.5 g of the 
amorphous product directly above. Continue stirring for 30 min, then the hydrogen cyanide 
is distilled under enough reduced pressure to keep it coming over the condenser at a temp 
below 10-12°. The residue is mixed with chloroform and ice water, and the resulting mixture 
is filtered. The organic layer of the filtrate is separated and the aqueous layer is extracted 
with two separate portions of chloroform. The combined extracts (this would include the 
separated chloroform, as usual) are dried over magnesium sulfate, decolorized, and the 
solvent removed by distillation in vacuo. Crystallize the product in ethyl acetate. Yield: 3.3 g, 
mp: 173-174°. Recrystallize again for extra purity. 


9-Carbomethoxy-7-methyl-4,5,5a,6,6a, 7,8,9-octahydroindole-(4,3fg)-quinoline. 1 g of the last 
product is mixed with 15 ml of methanol and 0.25 ml of water. With external (ice bath) 
cooling add 2 ml of conc sulfuric acid slowly. Seal this solution in a high pressure bomb with 
a glass liner (or in a glass tube taking safety precautions in case of explosion) with a 
nitrogen atmosphere, and heat at 100° for 23-24 hours. Note: | have seen a big pressure 
cooker (like gramma cans peas with) work for some of these bomb procedures. | do not 
recommend it, but here is how to do it right, if you feel you must. Use only the great big 
heavy duty models, in excellent condition, set the pop off (relief valve) for near maximum 
position; never, ever tamper or modify this valve to get more pressure. Put the product ina 
glass beaker, put it in the cooker, flush with nitrogen, heat and stay in a different house 
during the reaction. Carefully turn off heat, notice or record pressure gauge after time has 
elapsed. Wait until pressure drops noticeably, bleed off remaining pressure and get product. 


Treat the mixture with decolorizing carbon and then evaporate in vacuo to 10 ml. Pour onto 
a mixture of 30 ml of chloroform, ice, and 10 g of sodium bicarbonate. Separate the 
chloroform layer, and extract the aqueous phase with three 10 ml portions of chloroform. 
The combined chloroforms are dried, evaporated to dryness in vacuo, and the product is 
crystallized from benzene to give 1/2 g of product that melts at 159-160°. You may purify 
more by recrystallization from ethyl acetate. This is not very much of a product. As with the 
procedure 4 steps back, you will have to perform this step over and over. If you try to double 
or triple the amounts given, you may get more product, but you will hurt the yield. 


dl-Lysergic acid. 3.9 g of the last product is mixed with 78 ml of 1.5% potassium hydroxide 
solution. Reflux for 30 min under nitrogen. 8.5 g of hydrogen sodium arsenate, and Raney Nickel 
(16 g wet), that has previously been deactivated by boiling in xylene suspension (see JOC, 455 
(1948) to deactivate), is added and the mixture is refluxed and stirred under a nitrogen 
atmosphere for 20 hours. The solution is treated with carbon, and the crude lysergic acid is 
precipitated by neutralization to pH 5.6, and then filter it off and wash with water. Yield: 1.04 g. A 
second crop is obtained in the usual manner (0.15 g). Purify by dissolving in 


dilute ammonium hydroxide, treat with decolorizing carbon, and reprecipitate with carbon 
dioxide to get a mp of 242-243°. You may be able to get an analytical or laboratory 
consultant to make one of these products near the final step, thereby eliminating the need 
to go through all of the steps as described. This will save you much time, but as these 
people are highly trained, their time will be costly. 


Lysergic acid can be made from many ergot derivatives by hydrolysis of these compounds. 
These compounds include ergonovine, ergotamine, ergocryptine, ergosine, methysergide, 
ergine, and a few others. Total synthesis of these compounds is impractical, as lysergic acid 
is made before the alkaloid. You could stop the operation as soon as you reach lysergic 
acid, otherwise you will have to hydrolyze as described below. There are many analogs of 
these alkaloids that end with the ine suffix. These are not as suspicious as the former 
because they lead to an inactive iso-LSD. They will look like this: the ergotamine isomer = 
ergotaminine, the ergonovine isomer = ergonovine, etc. These analogs are easily converted 
to the active forms or they may be used exactly as the non-iso versions to give the iso-LSD, 
which is converted very easily to LSD as also described below. 


Lysergic Acid From Ergot Alkaloids. 


Dissolve 20 g of the alkaloid (use any of the above or one of its isomers or a combination) 
in 200 ml of 1 M methanolic KOH solution (this is made by dissolving 14 g of KOH in 250 ml 
of dry methanol) in a 1 1iter evaporation flask (heavy walled construction). Evaporate the 
methanol off. Add 400 ml of 8% aqueous (water) KOH solution to the residue and boil for 
one hour under a slow stream of nitrogen that is allowed to flow through a small orifice for 
exhausting purposes. Cool, acidify with dilute sulfuric acid, and shake in a separatory funnel 
with 1 liter of dry ether. Separate the lower aqueous layer and filter it with vacuum assist. 
Wash the precipitate with 20 ml of dilute sulfuric acid. This is lysergic acid; stored as 
described later in this chapter. 


There remains a small amount of lysergic acid in the filtrate solution. Remove it by 
basifying the solution with sodium carbonate, and then bubbling CO2 through it. Filter it off 
and add it to the other lysergic acid. Now you will need to precipitate the iso-lysergic acid 
out and convert it. If you did not use any iso-alkaloid then you will have very little iso- 
lysergic acid, but it is still worth converting. If you use iso-alkaloid, this is a must. 


Precipitate the iso-lysergic acid by adding some 10% HNO3, filter, add more portions until 
no more precipitate forms. Convert it to lysergic acid by adding 3 ml of 10% KOH per every 
0.1 g of iso-lysergic acid, heat on a steam bath for 1 hour under a nitrogen atmosphere. 
Precipitate the changed lysergic acid by acidifying with glacial acetic acid. The total yield of 
this entire operation (including the iso change) is a little under 10 grams. As stated earlier, 
you may use only iso-alkaloid in the hydrolysis step above to get iso-lysergic acid which can 
be used in the synthesis of LSD to get iso-LSD, which can be changed to the active LSD as 
described later. Note: iso-LSD is not active. 


Some sources say that lysergic acid does not need to be purified. | feel that everything should 
be purified. In the event that something should go wrong with the formula, you can 
immediately rule out impurities as the cause. Also, impurities create unwanted byproducts 
which can be poisonous, creating dangers for the drug user. Purification of lysergic acid is 


very easy. Dissolve the acid in dilute ammonium hydroxide, treat with decolorizing carbon, 
reprecipitate (after filtering off and washing product from the carbon) with carbon dioxide. 


Convert iso-LSD to LSD. Add 50 ml of ethanol and 5 ml of 4 N KOH per every gram of iso- 
LSD. Let this mixture stand for 2 hours at room temp. Evaporate in vacuo to get the LSD. 


Separate iso-LSD from LSD. Dissolve the residue of the mixture of LSDs from the end of 
the formula in 120 ml of benzene and 40 ml of chloroform. Add tartaric or maleic acid to 
precipitate the LSD, filter off, add a little ether and put in the refrigerator for several days to 
get a little more LSD, which is filtered off and added to the rest. Evaporate the filtrate in 
vacuo to get the iso-LSD and convert as above. 


LSD from Lysergic Acid. This is based on the formula taken from CA, 50, 10803d (1956) 
Dissolve 5.5 g of dry lysergic acid in 125 ml of acetonitrile that has been cooled to -10° and 
cool further to -20° with an external freezing mixture. Add 8.8 g of trifluoroacetic anhydride in 
75 ml of acetonitrile (this solution must be cooled to -20° before the addition). Be careful 
making this addition, so as not to raise the temp, etc. Let stand at -20° until all the lysergic 
acid dissolves (about 1/2 hours). Add 7.6 g of diethylamine (or analog) in 150 ml of 
acetonitrile and allow it to sit at room temp in darkness for 2 hours. Evaporate in vacuo to 
get the LSD, which can be separated from the iso-LSD as above. 


LSD From Lysergic Acid 


This is taken from CA, 57, 5979 (1962). It is designed by Hofmann to give 1-methyl-D- 
lysergic acid, and is modified to give LSD and iso-LSD. Dissolve 0.54 g of lysergic acid in 
10 ml of freshly distilled phosphorous oxychloride, stir 0.42 g of powdered, fresh 
phosphorus pentachloride. Allow to stand at room temp for 2 min, then at 90° for 2 min, 
then evaporate in vacuo. Extract the residue with hexane to give lysergic acid chloride 
hydrochloride. To save time you may extract the reaction mixture without evaporating. Add 
2.5 g of the hydrochloride to a cooled solution of 7 ml of diethylamine (or analog) in 25 ml of 
methylene chloride that is cooled to 0° Note This solution is cooled to 0° before the 
addition. With stirring add 13.75 ml of dry pyridine and stir for 30 min with cooling to keep 
the temp at 0° or a little below. Warm to room temp and continue stirring for 90 min. 
Evaporate in vacuo to get the LSDs. Separate as already described. 


LSD From Lysergic Acid Monohydrate 


This is, in my opinion, the best of all the methods. It was designed to be used to 
experiment with different types of amines, so if you would like to substitute diethylamine 
with another amine this would be the best bet. It also gives good yields (50% or better) and 
is very easy. The reference that gives it (JMC, 16, 532 (1973)), also gives potency data for 
many lysergamides and many of their formulas. The reading is good, interesting, 
informative, and the method given below gives no useful amount of iso-LSD, so separation 
of that product is not necessary. Both methods A and B were from JMC, 16, 532. 


Method A. A slurry of 3.15 g d-lysergic acid monohydrate (monohydrate means dry) and 7.3 g 
of diethylamine (or 0.1 mole of similar anime) in 150 ml of pure chloroform is heated to reflux. 
After the lysergic acid is dissolved (a few min) cool the mixture down to where reflux 


has stopped by removing the heat. Before the mixture cools any further 2 ml of 
phosphorous oxychloride is added at such a rate as to give reflux (about 2 min). After 
addition, reflux for 4-5 min further until an amber-colored solution results. Cool to room temp 
and wash the mixture with 200 ml of 1 M ammonium hydroxide. The chloroform solution 
was dried with MgSO4 (this would have to be after separation), filtered, and concentrated 
by evaporation in vacuo under a temp of 38° (at no time let the temp go over 40°). The last 
traces of solvent are removed at 2-5 mm. Dissolve the residue in a minimum amount of 
methanol and acidify with freshly prepared solution of 20% maleic acid in methanol (not 
aqueous) to precipitate the LSD in its maleate form. Filter the fluffy white needles, wash with 
cold methanol and air dry to get 2.2 g of LSD that requires no further purification. 


Method B. This is proven to be more effective for using substituted amines. Mix the following 
slurry; 3.15 g of dry d-lysergic acid in 150 ml of chloroform and reflux in a 3 necked flask. As 
soon as you have the reflux adjusted add 7.3 g of diethylamine (or 0.1 mole of analog) in 25 
ml of chloroform and at the same time, from another addition funnel mounted in the opposite 
neck of the flask, add 2 ml of phosphorous oxychloride so that both the additions begin at 
the same time. The additions should be timed so that they both finish after 2-3 min. Keep at 
reflux with gentle heating for another 3-5 min until a clear amber-colored solution results. 
Cool the solution to room temp and finish the work up, as in method A directly above, to get 
2 g of LSD maleate. As in method A, this method gives very little or no iso-LSD, so don't 
worry about removing that. 


Lysergic Acid Monohydrate 


| put this formula in this book specifically for the two methods (A and B) directly above, however, 
lysergic acid monohydrate can be used on any of the LSD formulas with possible success. | feel 
this may be easier than the first method given at the beginning of this chapter. 


Dissolve 175 g of KOH in 1,750 ml of water in a flask of 5 liters volume equipped with a 
reflux condenser and a gas inlet tube. If a stirring device is not required, it should be 
removed and the open neck stopped. Heat the mixture to 80° under a stream of nitrogen and 
add 500 g of ergotamine tartrate. Hold the temp at 80° for 2 1/2 hours with bubbling from the 
nitrogen filled gas inlet tube. Pour the mixture into a 5 gallon polyethylene bucket (made 
from the same material as a plastic gas can) filled with about 6 liters of ice. Put the bucket in 
a cooling mixture to cool below 10°. Neutralize the mixture by adding cold dilute sulfuric acid 
to a congo red end point (pH 4.2). Lysergic acid and potassium sulphate will be seen to 
precipitate. Let stand for 2-3 hours in the 5-10° cooling mixture. Filter with vacuum assist, 
and let vacuo suck as dry as possible. Break up the filter cake and put in a 2 liter beaker. 
Make a solution from 150 ml of liquid ammonia and 2.5 liters of very cold dry denatured 
ethanol and add to the reaction mixture. Stir for 1 hour and filter. Keep the filtrate and treat 
the filter cake to 1/2 the ammonia ethanol mixture as above. This second extract is filtered 
and the cake is washed with 250 ml of the ammoniacal ethanol mixture. Combine the 
fitrates, and evaporate to total dryness with a strong vacuum and gently heating. Do not heat 
at too high of a temp. Scrape the product from the vacuum vessel and put it into a mortar. 
Mix 113 ml of methanol with 38 ml of water, and rinse the rest of the residue from the 
evaporation vessel and dump into the mortar with the rest of the product. The slurry in the 
mortar is ground up well and filtered. Wash the filter cake with 150 ml of cold water and use 
vacuum to suck dry for 1 hour. Break up the filter cake and dry at 80-85° under a high 


vacuum to get about 65-75 g of cream-white to gray-white powder. This is lysergic 
acid monohydrate. 


| think that if you dry the lysergic acid (obtained from the ergot alkaloids by hydrolysis as 
described earlier) it will also work in methods A and B. This is how you dry lysergic acid: 
dry under high vacuum at 140-145° for 2-3 hours. 


LSD From Ergot Alkaloids 


This was invented by Hofmann and is a superior method because you may proceed from 
the ergot alkaloids to LSD without isolating the lysergic acid. CA, 57, 12568 (1962). 


Add 1.2 g of ergotamine hydrochloride to 4 ml of anhydrous hydrazine and heat 1 hour at 
90°. Add 20 ml of water and evaporate in vacuo, to get d-iso-lysergic acid hydrazine. 1 g of 
the lysergic hydrazine is powdered well and added to 40 ml of 0.1 N (ice cold) HC1 acid. To 
this, cooled to 0°, is added 4 ml of 1 N Na nitrite, with good stirring. Over 2-3 min, add 40 ml 
of 0.1 N HC1 acid to get pH to 5. Let stand for 5 min, basify with 1 N NaHCO3, extract with 
100 ml of ether, and then with 50 ml of ether. Wash the ether layer with water and dry, then 
evaporate in vacuo at 10°. Dissolve the resulting yellow azide in about 5 ml of diethylamine 
at 0° and then heat in a metal bomb at 60° for 1 hour. If a bomb is unavailable you may get 
by with heating for 3-4 hours at 45° in a vented flask under a nitrogen atmosphere. Also, | 
would flush the bomb with nitrogen before sealing and heating. Remove heat after time 
elapses and let stand (after bleeding off pressure for bomb method) for 2 hours and 
evaporate in vacuo to get 0.7 g of LSD and 0.15 g of iso-LSD. The iso-LSD will not do 
anything (good or bad) if consumed, so you may leave it in with the LSD. You may also 
separate it and convert it to LSD as in the formulas shove. 


LSD From Lysergic Acid JOC, 24, 368 (1959) 


This is a simple method that gives good yields of LSD with very little (if any) iso-LSD. 
You will be required to purchase sulfur trioxide from Allied Chemical and Dye Corp (ask 
for Sulfan B, or SO3), but this is not a suspicious chemical so ordering is not a problem. 


Sulfur trioxide-Dimethylformamide complex (SO3-DMF). This is a reagent required for this 
method of LSD production. A completely dry 22 liter flask (round bottom) in an ice cooling bath is 
fitted with a condenser, stirring device, additional funnel, then is filled with 10-11 liters of DMF 
(dimethylformamide) that has been freshly distilled under reduced vacuum. Use drying tubes to 
protect the reaction from all moisture (including atmospheric moisture). 2 pounds of sulfur 
trioxide (SO3) are then added, with a great deal of caution, over 4-5 hours with stirring, 
dropwise. The temp must be held between 0°-5° during this addition. Stir for 1-2 hours after the 
addition until some separated, crystalline SO3-DMF complex has dissolved. Store in the dark in 
a suitable vessel, in a refrigerator for not more than 3 months. Upon storage, the complex will 
turn yellow and then orange. This is normal. As long as it is less than 3-4 months, it is still good. 
This mixture gives a molarity of 1 (1 M) and can be made using 1/2 or 1/4 of the amounts above 
to scale down the version, still giving a 1 M solution. 


Lysergic Acid Diethylamide. A solution of 7.1 g of lysergic acid monohydrate. As with any of the 
formulas calling for the monohydrate, you may substitute dry or anhydrous lysergic acid 


in place of the lysergic acid monohydrate by using a smaller amount of the dry lysergic acid. | 
have found that dividing the amount of the monohydrate by the constant of 1.1 gives a close 
amount of dry lysergic to use, e.g., 7.1 divided by 1.1 = 6.5 g, to substitute in the formula. 
Likewise, the monohydrate can be figured into a formula calling for dry lysergic, 6.5 times 1.1 = 
7.1 g. Also, if a formula does not specify if the lysergic acid is to be dry, e.g., add 0.54 g of d- 
lysergic acid, then always use dry or monohydrate as any water will kill the yield. Dry as stated 
above. As a general rule, dry your lysergic acid as soon as you plan to use it (because it collects 
H20 from air). 1 g of lithium hydroxide hydrate in 200 ml of methanol is prepared. Distill off the 
solvent (methanol) on a low temp steam bath under reduced pressure, or evaporate under 
vacuum. The resulting glass-like lithium lysergate residue is dissolved in 400 ml dry 
dimethylformamide (DMF). 200 ml of this DMF is distilled off with 15 


mm pressure through a 12 inch helices-packed fractional column. Cool the resulting 
solution to 0°, and with stirring, quickly add the SO3-DMF solution (50 ml of 1 M). The 
mixture is stirred with cooling for 10 min and 125.0 mmol. of the desired amine is added 
(that would be 9.05 g of diethylamine). The stirring and cooling are continued for 10 min 
after the amine addition, and then the reaction is decomposed by adding 400 ml of water. 
After stirring thoroughly the reaction mixture is treated with a saturated solution of NaCl. 
Table salt and water are fine for this if the salt is not iodized. Use 200 ml of the saturated 
solution on the reaction mixture. Extract the amide (LSD) with repeated portions of ethylene 
dichloride. Test for completeness of extraction with Van Urk test or hold extract under black 
light briefly and look for fluorescence as compared with non-extracted ethylene dichloride, 
or use any indole test. The combined extracts are dried (with MgSO4 as usual), and then 
evaporated under vacuo to a syrup. Keep the temp below at least room temp. Dissolve the 
residue in about 60 ml of dry methanol, acidify with solid maleic acid, treat to turbidity with 
dry ether, and refrigerate for 3-6 hours to get colorless soft needles of LSD maleate which 
are filtered from the mother liquor. More crystals may be obtained by evaporating the 
mother liquor in a cool, dark place under vacuum. 


Things To Remember When Working With Ergot Alkaloids, 
Lysergic Acid, And LSD 


These compounds are very sensitive and even unstable. This means that the following 
steps must be taken to keep from ruining your compound or yield. 


1. Always use red or yellow photographic dark room light bulbs during any step of LSD 
manufacture. Direct sunlight, electric filament, or fluorescent light bulbs (etc.) will 
hurt the above compounds. Darkroom bulbs are cheap and are a must. 

2. Keep all forms of H2O out of the reaction. Thoroughly dry all the glassware to be used. 
Use a drying tube filled with anhydrous MgSO4 (calcium chloride reacts with amines in 
an unfavorable way and should not be used). | can't be there to hold your hand and 
guide you through every step, so unless the formula says to add water, the drying tube 
should be in use, and after the water addition is over, the drying tube goes back on. This 
way the reaction is always protected even if it does not need to be. Better safe than 
sorry. Also, if you're not sure if you should use dry reagents, use dry reagents anyway. 
Also dry the lysergic acid (as described above) and any other precursors in whatever 
drying process required for that compound before use. Dry the finished LSD or even any 
intermediate along the way after you have completed 


the product. Likewise, dry an intermediate that you may have purchased from 
a chemical supplier. 

3. Keep oxidizing agents from these items. Even the oxygen in the air can oxidize some of 
these compounds. The formula states that during some of the reactions above, an inert 
gas (nitrogen) must be used for an atmosphere inside the reaction vessel. 

Nitrogen can be obtained in small bottles (tanks) at a very reasonable fee, without 
any questions asked. Make sure you use a regulator and introduce a slow stream 
into the vessel by way of a gas inlet tube or an equivalent. Always flush the vessel 
before putting any reagents into it (flush the air out with nitrogen). | would use a 
nitrogen atmosphere from the very beginning of the formula to the very end, even if 
the formula did not specify its use. Very few of the above formulas call for a nitrogen 
atmosphere during evaporation, but | feel this may be bad for yield and or potency. 
LSD has many doses per gram, and if you lose 1/2 g because you were too cheap 
to use three dollars worth of nitrogen, you have lost about 2,000 doses at $5 a dose 
= $10,000 of LSD wasted. Better safe than sorry? Also, any precursors you make or 
buy should be stored in a nitrogen atmosphere, as should LSD. This can be done by 
poking a gas inlet tube into the vessel trust above or a little below the substance) 
flushing the air out with a moderate stream of nitrogen then quickly reinstalling the 
cap or stopper. 

The best way to store LSD is by producing it in the maleate form. This not only 
makes it resistant to oxidation, but it purifies it, too. Use the procedure above (JOC, 
24, 368, or CA, 57, 5979) when you get to the last dry-and-evaporate-in-vacuo step, 
then treat the residue as specified. 

4. Never subject these compounds to excessive heat, or any type of temperature 
warmer than the inside of your refrigerator. Even LSD males will decompose in 
excess heat, so store in a refrigerator. Keep evaporation procedures cooled. This 
will slow the evaporation process down, but that is better than losing the product. 
Some of the above formulas require heat for a reaction. This is Ok, but do not 
exceed the temp stated at any time and never heat longer than needed. Also, 
nitrogen atmospheres are used during heating operation. 


Substituents 


LSD analogs (lysergic acid amides) can be prepared by substituting amines in place of 
diethylamine. The potency usually drops anywhere from 33% to 75% depending on the 
substituent. Diethylamine is highly suspicious, and the substituent will produce a 
lysergamide that is most likely legal, as legislation has only singled out lysergic acid 
diethylamide. Little work has been done on the potency of substituted Lysergamides, so 

a little experimentation by you may be in order. Personally, | would like to try substituting 
a potent phenethylamine or phenylisopropylamine such as DOM (STP) or 
4-bromo-2,5-dimethoxyamphetamine. If | could get a government grant, or maybe a grant 
from a major pharmaceutical corporation, like Upjohn or Lilly, then | could play around with 
such experiments. 


The following substituents give lysergamides with potencies as indicated in doses per 
gram (remember that LSD gives about 6,000 to 9,000 doses): 


Ethylpropylamine 2,000 to 5,000 
Morpholide 600 to 2,000 
Methylpropylamine | 600 to 1,000 


Dipropylamine 600 to 1,000 
Methylethylamine 400 to 600 


Dimethylamine 300 to 400 


Pyrrolidide 300 to 400 


As a point of reference, DOM (STP) is one of the most powerful amphetamines, at 200 
doses per gram. At $5 a line, its value is about 5 times 200 = $1,000 a gram. For more 
info see JMC, 16, 532 (1973). 





Claviceps purpurea is not the only place to get d-lysergic amides. The plant group of 
Convolvulacea has been found to possess lysergic acid amides such as ergine and 
several others. These Convolvulacea types of plants do not cause the dreaded St. 
Anthony's fire, as does claviceps purpurea, and as a matter of fact, they are hallucinogenic 
if eaten in large doses. Care must be taken that the seeds have not been treated with 
poison to discourage usage as a mind alterant, or treated with methyl mercury to prevent 
spoilage. 


When these seeds are to be used for LSD synthesis, make sure to clean off the white layer 
that surrounds them by singing or mild burning. Also, ask for Hawaiian Rose Wood, as 
these are the only ones that contain an appreciable amount of lysergic related compounds. 
These compounds must be extracted as below, hydrolyzed (like ergotamine) as above, and 
then used in any of the formulas that require d-lysergic acid or possibly used directly in the 
Hofmann hydrazine method; CA, 57, 12568 (1962). These seeds have very little amide, so 
you can plan on quite a lot of work in the extraction step. According to A. Hoffer and H. 
Osmond, the most amide plentiful soecies (Woodrose) has a minute 3 to 6 mg of amide per 
every gram of seed. This means that if you extract very thoroughly, you will require a little 
over 200 g of seeds to get 1 g of amide, which will be reduced further after hydrolysis to 
give you about 0.5 g of usable d-lysergic acid. Extract as follows. 


Pulverize the seeds in a clean blender until they are a fine powder. Put this powder into a 
beaker, add 1 1iter of petroleum ether to every 900 to 1000g of powdered seeds, stopper 
the beaker to prevent evaporation and let set for 3 days. Filter off the petroleum ether and 
let it evaporate to make sure no amides were extracted (there should not be much, if any) 
from the ether. Add 1 1iter of methanol (dry is best) and let soak for 4 days with vigorous 
shaking, now and then. Filter off the methanol and evaporate it under vacuo (vacuum 
speeds the process). In the meantime, add 500 ml of fresh methanol to the powder and 
extract it again for 3 or 4 days. 


Filter as before and extract again with about 300 ml of methanol. Combine the residues of 
all extractions and hydrolyze. 


DMT 


DMT is known as ‘The Spirit Molecule’ — and for good reason. DMT is one of the most 
powerful psychedelics on the planet, naturally occurring in many species of plants, and 
is thought to be released in tiny amounts in mammal brains. Although the issue is 
controversial, it’s also possible that the release of natural DMT is a factor in out-of-body 
experiences or spiritual states. 


DMT is a molecule that mimics the neurotransmitter serotonin, much like the other classic 
psychedelics LSD and psilocybin. DMT’s psychological effects are mostly due to its binding 
to the 5-HT2A receptor, which is found mostly in areas of the brain associated with high- 
level cognition: self-awareness, emotions and introspection. 


When smoked or injected intravenously, DMT causes a very rapid, very intense psychedelic 
experience which lasts a few minutes. Users report the feeling of being ripped from their 
bodies, and thrown through space at incredible soeeds. DMT produces intense visual and 
auditory hallucinations of otherworldly landscapes, hidden dimensions and god-like beings. 
It often produces deep introspection in its users, allowing the revisitation of past memories 
and providing a fresh perspective on life. 


DMT can also be ingested in the form of the ancient psychedelic brew ayahuasca, which is 
drunk in traditional healing ceremonies throughout South America. This experience is 
significantly different from that of smoked or injected DMT, lasting several hours rather than 
several minutes, and often causing vomiting and diarrhea. Despite the relatively unpleasant 
sounding experience, ayahuasca has been associated with a variety of therapeutic 
benefits, including the treatment of depression. 


Here, | want to provide you with a detailed guide on how to procure DMT-containing 
plants, and how to extract this powerful psychedelic compound for personal use. 


Where to get DMT-containing plants 


DMT is illegal worldwide, but the legality of DMT-containing plants varies. In many 
places, it’s possible to order DMT-containing plants online. 


This guide for DMT extraction is specific for the bark of the Mimosa hostilis root, as this is 
the most commonly purchased DMT-containing plant. However, the extraction should work 
with any DMT-containing organic material — you just need to make sure you adjust the 
quantity of starting material depending on how much DMT is present in the species of 
plant you’re using. 


Mimosa hostilis root bark can be bought online from various vendors, but may not be 
able to be shipped to your country if there are restrictions on DMT-containing plants. This 


site ships M. hostilis to the US and Canada as well as Europe. 


The Psychotria viridis plant contains DMT and is used in traditional ayahuasca brews. It is 
also known as Chacruna to indigenous peoples. P. viridis can be purchased here for both 
European and North American residents. 


If you are patient, you can grow your own DMT-containing plants from seeds, which are 
often not regulated to the same extent as plants. An example is Reed Canary Grass 
seeds, which can be purchased online in some countries. 


The DMT-containing plant market is always changing, so keep an eye out for new 
appearances. Here is a list of dozens of plants that contain DMT, many of which could 
be available through online vendors to your country. 


The chemistry of DMT extraction (simplified) 


This is a simplified explanation of what’s happening during the chemistry of DMT 
extraction. Skip ahead for the step-by-step instructions! 


The most common technique is called an ‘acid/base extraction’, but it’s pretty complicated. 
We've decided to talk you through the ‘straight to base’ extraction technique, which is a 
little easier. Here’s the outline of the chemistry: 


Your DMT containing plant is ground into a powder and mixed with a base, most commonly 
sodium hydroxide (NaOH). This dissolves the plant matter, leaving you with DMT molecules 
floating around in a base solution. 


The next step is to get the DMT out of this base solution. Luckily there’s an easy way of 
doing this; the base solution is charged (polar), but the DMT molecules aren’t (non-polar). 
This means that adding a non-polar solvent will attract the DMT molecules out of the polar 
base solution. This non-polar solvent (now containing the DMT) forms a separate layer 
from the base solution, and can be siphoned off from the rest of the solution. 


The final step involves getting the DMT molecules out of the non-polar solvent, which can 
be done by evaporation or freezing. 


Sree Gur Jo iSpse 


Ponredt 
Qract 


ZB as 
i aaa 


ON Poa | OMT | Taxe 
a pet Dur —> Toe 
Non - POLL "onda Sat NeOu Lavea 


Non - Porn 
SopventT fovenT 


The simplified chemistry of the “Straight to Base” extraction method 


Step-by-step DMT extraction 


Adapted from Noman’s tek on the DMT-nexus. 


Please read the guide thoroughly and make sure you understand the process 
before attempting it. 


INGREDIENTS 


DMT-containing plants such as Mimosa hostilis root bark (Gan be purchased here.) 
Water 

Lye (granulated sodium hydroxide) 

Vinegar (for safely cleaning up Lye spills) 


Naphtha VM&P (if unavailable, 40-60 Petroleum Ether can be used) 


EQUIPMENT 


Personal safety: fume mask, safety goggles and rubber gloves 
Grinder or blender that is capable of crushing ice 


Glass mixing jar — with a wide mouth and tight fitting lid, around a litre or 
larger (depending on how much plant material you are starting with) 


Collection jars with lids x4 (glass jelly/jam jars will do) 
Coffee filters 

Rubber spatula 

Freezer 

Pipette 


Eyedropper 


STEP 1: EXTRACTING DMT FROM THE PLANT 


Cut and blend your plant material until it’s as fine as you can get it - wear a mask 
to avoid breathing in the powder. 

Slowly add your lye to your water a tablespoon at a time, mixing until dissolved, 
in your mixing jar. For 50g Mimosa hostilis bark, use 750ml water and 50g of lye. 


NOTE: lye can cause chemical burns and should be treated with care. 
Neutralise any spills with vinegar. Wear gloves and safety glasses. 

Add your powdered plant to the jar, tightly close the lid, shake thoroughly and 
then leave for about an hour. 
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STEP 2: EXTRACTING THE DMT FROM THE BASE SOLUTION 


Add your naphtha to the mixing jar: for 50g Mimosa hostilis bark, use 50m! naphtha. 


Put the lid back on your mixing jar and gently mix it for about a minute, turning it 
upside down a few times. Don’t shake it, as this will make it hard to separate out the 
two layers later. 

Set down your mixing jar and allow the two layers to separate. 


Repeat this gentle agitation a few more times. 


Once the layers have separated after your final agitation, use your pipette to move 
the top (clear) layer into one of your collection jars. This contains your DMT. Try to 
avoid taking any of the darker, bottom layer, as this contains nasty stuff you don’t 
want carried over. 


Add more naphtha to the mixing jar and repeat the above steps three more times 
to get every last remaining bit of DMT out of the base solution. 

Optional — leave the last batch of naphtha in the mixing jar for a couple of days to 
get the maximum amount of DMT from the base solution. 


e Put all four of your collection jars (containing DMT in a naphtha solution) in the 
freezer and leave overnight. 
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STEP 3: EXTRACTING THE DMT FROM THE NAPHTHA SOLUTION 


e The freezer should have made your DMT crystallise in your collection jars. Pour 
the solutions through a coffee filter to collect the DMT. The naphtha can be saved 
and reused in future extractions. 

e Use your rubber spatula to get every last bit of naphtha solution out of the 
collection jars. 


e Carefully lay out your coffee filters to dry. When dried, this DMT powder is ready 
to smoke, but can be refined further in the optional step below. 

e Many people find that their DMT remains stuck to the side of the jars — if 
there’s nothing on your coffee filters, check the insides of the jars for crystals. 
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(OPTIONAL) STEP 4: RECRYSTALLISATION OF DMT FOR FURTHER REFINEMENT 


e Put your DMT powder in a small glass container. 


e Put your solvent (either naphtha or heptane) in another, separate glass 
container. You will need about 25ml of solvent for every gram of DMT powder. 

e Carefully place both glass containers into a pan of hot water, so their contents start 
to heat up. NOTE: your solvent will give off flammable fumes, so DO NOT use a 
gas stove or have open flames around. 


e Use an eyedropper to add tiny bits of your hot solvent to the DMT powder. Swirl the 
glass container around and keep adding solvent until all the DMT is dissolved. Try 
to use as little solvent as you can get away with. 

e Take the pan of water off the heat, and leave it to cool down to room temperature. 


e Take the glass container with your dissolved DMT powder, now at room 
temperature, and put it in the fridge. 

e When it has cooled down, move the container into the freezer and leave for a 
few hours. 


e You can now filter out your refined DMT crystal using a coffee filter. This process 
can be repeated for even greater purity. 
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The Quick Version 


Adapted from Lazyman’s tek on the DMT-nexus 


For those of you that don’t like the look of all those steps, and just want to get your DMT out 
of your plant as quickly as possible (without worrying about purity or yield), here’s a simpler 
protocol: 


INGREDIENTS 
e DMT-containing plant such as Mimosa hostilis root bark 
e Water 
e Lye (granulated sodium hydroxide) 
e Vinegar (for safely cleaning up Lye spills) 


e Naphtha VM&P (if unavailable, 40-60 Petroleum Ether can be used) 


EQUIPMENT 


Personal safety: safety goggles and rubber gloves 
Large ceramic mixing bowl (5L) 

Potato masher 

Large measuring jug (2L) 

Large glass baking dish 


Fan 


PROCEDURE 


Break up 400-500g of Mimosa hostilis root bark and put it in a mixing bowl. 

Make sure the bark only fills half the bowl. 

Slowly add 200g of lye to 2-3L of water. NOTE: lye can cause chemical burns and 
should be treated with care. Neutralise any spills with vinegar. Wear gloves 
and safety glasses. 


Add your lye solution into the mixing bowl with the root bark. Wait an hour. 
Use your potato masher to stir and mash up your root bark for 20-30 minutes. 
Pour 250ml of naphtha into the bowl and mix for another 20-30 minutes. 

Let the solvent separate out to the top of the mixture for a few minutes. 


Pour the top, clear solvent layer off into your glass baking dish. Avoid getting any 
of the lower, dark layers in the dish. 


Evaporate the solvent by blowing air from your fan across the baking dish. 


The remaining powder is your smokeable DMT. 


How do | know the purity of my extracted DMT? 


All you have to worry about when you make your own DMT is how efficient you’ve been in 
following the instructions. If you’ve used poor quality ingredients, or done a messy job (i.e. 
carried over some of the base solution by accident), you may end up with more impurities 
in your DMT powder. This can be unpleasant to smoke. 


There’s a myth that the colour of DMT powder tells you its purity — this isn’t true, as there 
are a number of factors that contribute to the colour of DMT powder. Generally, if your 
powder is white, yellow, red or brown, it is safe to smoke. If it is green or blue, something 
has gone wrong in your extraction and you should try again. 


Alternative extraction guides 


As mentioned earlier, many extraction protocols use an acid/base extraction method, which 
we haven't covered here as the straight-to-base method is a lot simpler. However, if you 
are interested in being extremely thorough and want to try an acid/base extraction, there is 
a large selection of guides here on the DMT-nexus. 


Safety information 


DMT is illegal in most places. | don’t condone breaking the law or using DMT outside a legal 
and traditional context. If you do decide to take DMT, make sure you research its effects and 
risks. 


DMT is a very powerful psychedelic and should be treated with respect. You should 
understand how best to prepare for a psychedelic experience, and integrate it afterwards. 


Be aware of your dosage! A recommended first-time dose of snoked DMT powder is 15mg. 


When following these extraction guides, make sure to understand the process before you 
start. If you are using a DMT-containing plant other than Mimosa hostilis, make sure you 
are aware of the differences and adjust your procedure accordingly. Always wear rubber 
gloves and safety goggles, and a dust mask if you are grinding up plant matter. 


If using lye (sodium hydroxide), avoid getting it on your skin, and always wear safety 
goggles. If you get it on your skin, wash it off with copious amounts of water (and ideally 
use vinegar too, if it’s within reach, to neutralise the lye). If you get it in your eye, run your 
eye under tap water for at least 20 minutes and see a doctor. If you spill a large amount, 
neutralise it with vinegar before cleaning it up. When adding lye to water, add it slowly and 
mix well. 


Psilocybin Mushrooms 


Growing magic mushrooms at home is relatively simple. However, it does require good 
attention to hygiene and some patience. You will also need a few pieces of equipment, 
although most of them are easy to find. 


The most challenging aspect is getting hold of a spore syringe. It is essential to purchase 
this piece of kit from a reputable supplier. Otherwise, you could end up with contaminated 
spores, misidentified strains, or in some cases, just water. 


What Do You Need to Grow Mushrooms? 


One of the easiest ways to cultivate mushrooms is by using a mushroom grow kit. They 
usually include a spore syringe, substrate, and grow bag — theoretically, everything you 
need. Some kits even have the mycelium (the main body of the fungus) ready to go. All 
you do is add water. 


Homemade Magic Mushroom Grow Kits with Spores 


Rather than purchasing a complete grow kit, you can make your own magic mushroom 
growing kit with spores from a syringe and some other essential items. 


Here’s what you'll need: 


e 12 cc spore syringe 
For the substrate: 

e % cup vermiculite per jar + extra 

e %4 cup drinking water per jar 

e '%4 cup organic brown rice flour per jar 
Equipment: 

e 12 shoulderless % pint jars 

e Hammer and small nail 

e Mixing bowl 

e Strainer 

e Heavy-duty tin foil 

e Large pot with a tight-fitting lid 

e Small towel 

e Micropore tape 

e 50-115L clear plastic storage box 

e Drill with %4-inch bit 

e Perlite 

e Spray bottle 
Hygiene essentials: 

e Rubbing alcohol 

e Torch lighter 

e Disinfectant 

e Air sanitizer 

e Latex gloves, surgical mask, still-air box (optional) 
Process: 

1. Prepare the jars: 


Disinfect the hammer and nail and use them to punch four evenly-spaced holes around 
the lid’s circumference. 


2. Prepare the substrate: 
Mix % cup vermiculite and 1% cup water per jar in a mixing bowl. 
Disinfect the strainer and remove the excess water. 
Add 1% cup brown rice flour per jar and combine. 

3. Fill the jars: 


Loosely pack the substrate into the jars to around half-inch below the rims. 


Sterilize the exposed glass with rubbing alcohol, then top off with dry vermiculite. 
4. Steam to sterilize: 
Screw the jar lids on tightly and cover securely with foil. 
Ensure that no water or condensation can enter the jar through the holes. 
Place the towel in the base of the pan and arrange the jars on top. 
Add water to around halfway up the jars and bring to a slow boil. 
Steam for 75-90 minutes, adding more hot water if the pan boils dry. 
Keep the jars upright throughout. 
Allow to cool to room temperature for several hours or overnight. 
5. Prepare the spore syringe: 
Use the lighter to heat the syringe’s needle until red hot. 
Allow to cool and wipe with rubbing alcohol, taking care not to touch it. 
Pull back the plunger slightly and shake well. 


Reduce the risk of contamination by wearing latex gloves and a surgical mask, especially 
if the syringe requires assembly. 


6. Inject spores: 
Remove the foil from a jar and insert the syringe as far as possible through one of the holes. 
With the needle against the jar’s side, inject around % cc of the spore solution. 
Repeat for each of the holes, cleaning the needle with alcohol between each one. 
Cover the holes with micropore tape. 
Repeat for remaining jars. 
7. Play the waiting game: 
Place the jars in a clean area where they won't be disturbed. 
Keep at room temperature (70—80-degrees Fahrenheit) and out of direct sunlight. 
After 7-14 days, white mycelium should start to appear. 


After 3-4 weeks, at least half of the jars should have successful colonies or ‘cakes.’ At 
this stage, wait an additional seven days to strengthen the mycelium. 


If any jars show signs of contamination, dispose of them carefully. Do this outdoors 
using secure bags, without removing the lids. 


8. Prepare the fruiting chamber: 


Drill 14-inch holes approximately two inches apart all over the plastic storage 
container, including its base and lid. 


Place the box on four stable objects to allow airflow underneath. 
Cover with a towel to retain moisture. 
9. Add perlite: 
Put the perlite in a strainer and soak it with water by running under the cold tap. 
Allow to drain thoroughly, then spread over the base of the chamber. 
Repeat the process until you have a 4—5-inch layer of perlite covering the base. 
10. Rehydrate the cakes: 
Remove the substrate cakes from the jars, taking care not to damage them. 
Rinse the cakes under the cold tap to remove loose vermiculite. 
Fill your cooking pot with lukewarm water and put the cakes inside. 
Use another pot or a plate to keep them under the water’s surface. 
Leave at room temperature for 24 hours while the cakes rehydrate. 
11. Roll the cakes: 
Remove the cakes from the water and put them on a disinfected surface. 
Fill the mixing bowl with dry vermiculite and roll the cakes to coat. 
12. Transfer: 


Place the cakes in the fruiting chamber, set upon foil squares big enough to stop 
them touching the perlite. 


Space them evenly and mist with the spray bottle. 
Fan with the lid before closing. 
13. Wait for fruiting to begin: 
Mist the chamber four times a day, but do not soak the cakes in water. 


Fan with the lid six times a day to improve air circulation. 


Some growers use lights set on a 12-hour cycle, but ambient lighting during the day 
is sufficient. 


Wait for mushrooms to appear. 


How Long Does It Take to Grow Magic Mushrooms? 
How long do shrubs take to grow? This can vary according to the variety and conditions. 


Keep a close eye on your mycelium cakes, and you should soon start to see them 
appearing as white bumps, which then sprout into ‘pins.’ The mushrooms should be ready to 
harvest 5—12 days after this. It is best to pick them before the veil breaks, revealing the gills. 


Inhalants 


Alkyl Nitrate 


Synthesis and properties 


Addiction experts in psychiatry, chemistry, pharmacology, forensic science, 
epidemiology, and the police and legal services engaged in delphic analysis regarding 
20 popular recreational drugs. Alkyl nitrites were ranked 20th social and physical harm, 
and 18th in dependence." 


Organic nitrites are prepared from alcohols and sodium nitrite in sulfuric acid solution. They 
decompose slowly on standing, the decomposition products being oxides of nitrogen, water, 
the alcohol, and polymerization products of the aldehyde.!! They are also prone to undergo 
homolytic cleavage to form alkyl radicals, the nitrite C-O bond being very weak (on the order 
of 40-50 kcal - mol”'). 


Reactions 


e tert-Butyl nitrite has been shown to be an effective reagent for the selective 
nitration of phenols'?! and aryl sulfonamides'“! 


e n-Butyl nitrite and ammonia convert phenylhydroxylamine to its nitrosamine 
derivative cupferron."*! Likewise pyrrolidine is a substrate for ethyl nitrite.!° 


e Alkyl nitrites are also used in the formation of oximes with the stronger carbon acids 
and acid or base catalysis for example in the reaction of 2-butanone, ethyl nitrite and 
hydrochloric acid forming the oxime,!”! the similar reaction with phenacy! chloride, 
or the reaction of phenylacetonitrile with methyl nitrite and sodium hydroxide.“ 


An isolated but classic example of the use of alkyl nitrites can be found in Woodward 
and Doering's quinine total synthesis:1 
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for which they proposed this reaction mechanism: 
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Nitrous Oxide 


Industrial methods 


ere 


Nitrous oxide production 


Nitrous oxide is prepared on an industrial scale by careful heating of ammonium nitrate!?!! 
at about 250 C, which decomposes into nitrous oxide and water vapour.!22! 


NH 


4NO 
32H 
20+N 
20 


The addition of various phosphate salts favours formation of a purer gas at slightly 
lower temperatures. This reaction may be difficult to control, resulting in detonation.) 


Laboratory methods 


The decomposition of ammonium nitrate is also a common laboratory method for preparing the 
gas. Equivalently, it can be obtained by heating a mixture of sodium nitrate and 


ammonium sulfate:%4! 
2 NaNO 


3+(NH 
4)25O0 
4—Na 
280 
4t+2N 
20+4H 
20. 


Another method involves the reaction of urea, nitric acid and sulfuric acid:!25] 


2 (NH2)2CO + 2 HNO 


3+ H 

280 

4—2N 

20+2CO 

2 + (NH4)2S04 + 2H 
20. 


Direct oxidation of ammonia with a manganese dioxide-bismuth oxide catalyst has been 


reported:!°°! cf. Ostwald process. 


2 NH 
3+20 


2—2>N 
20+3H 
20 


Hydroxylammonium chloride reacts with sodium nitrite to give nitrous oxide. If the nitrite 
is added to the hydroxylamine solution, the only remaining by-product is salt water. If the 
hydroxylamine solution is added to the nitrite solution (nitrite is in excess), however, then 
toxic higher oxides of nitrogen also are formed: 


NH 
30HCI + NaNO 


2—2>N 
200 + NaCl + 2H 
20 


Treating HNO 

3 with SnCl 

2 and HCl also has been demonstrated: 
2 HNO 


3+8HCIl+4SnCl 
2—5H 

20 + 4 SnCl 

4+ N 

20 


Hyponitrous acid decomposes to N2O and water with a half-life of 16 days at 25 °C at 
pH 1-3. 


H2N202— H2O0 + N2eO 


Ketamine 


Ketamine is more difficult to synthesize than the previously considered PCP 
derivatives. Although it is currently a popular and common drug on the illicit 
market, it is obtained exclusively by diversion of commercial sources rather than 
synthesis. This route has an overall yield of ~60%, with a difficulty rating of 2-3 
out of 10 and a hazard rating of 1-2 out of 10 (ref. 64). The general necessity of 
producing anhydrous methylamine in a clandestine setting, rather than 
purchasing it, increases the difficulty. Use of propylamine rather than 





methylamine would simplify this reaction, as its boiling point is above room 
temperature vs. methylamine, which is a gas at room temperature. 


The synthesis starts with the reaction of cyclopentyl Grignard and 
o-chlorobenzonitrile to give o-chlorophenyl-cyclopentyl ketone, followed by 
alpha bromination of the ketone, and then reaction with methylamine to form an 
alpha-hydroxy imine 
(1-Hydroxycyclopentyl-(o-chlorophenyl)-ketone-N-methylimine). Heating this 
imine results in Ketamine via a novel alpha-hydroxy imine rearrangement (refs. 


20, 21, 22, 23, 24 ). Overall yields are ~60%. 





Tiletamine is synthesized by an analogous process in industry, substituting 
2-thiophenyl magnesium bromide for the phenyl grignard and ethylamine for 
methylamine. Two other ketamine analogs have been found on the black 
market: the compound missing the 2-chloro group on the phenyl ring, and 
its N-ethyl analog. Both of these compounds are most likely more potent 
and longer lasting than ketamine. 
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Synthetic procedure for ketamine synthesis: 
Step 1: (o-chlorophenyl)-cyclopentyl ketone 


119.0 g of cyclopentyl bromide and 19.4 g of magnesium are 
reacted in ether or THF to give a cyclopentyl Grignard reagent. 
The best yields are obtained if the ether solvent is distilled from the 


Grignard under vacuum and replaced with hydrocarbon solvent, 
such as benzene. 55.2 g of o-chlorobenzonitrile is then added to the 
reaction mixture and stirred for three days. The reaction is then 
hydrolyzed by pouring it onto a mixture of crushed ice and 
ammonium chloride, containing some ammonium hydroxide. 
Extraction of the mixture with organic solvent gives o-chlorophenyl 
cyclopentyl ketone, bp 96-97 C (0.3 mm Hg) (CAS# 6740-85-8). 


Step 2: alpha-bromo (o-chlorophenyl)-cyclopentyl ketone 


To 21.0 g of the above ketone is added 10.0 g of bromine in 80 ml 
of carbon tetrachloride dropwise at 0 deg. C. After all of the Br2 
has been added, an orange suspension forms. This is washed with 
a dilute aqueous solution of sodium bisulfite and evaporated to give 
1-bromocyclopentane-(o-chlorophenyl)-ketone, bp 111-114 C (0.1 mm 
Hg). Yield is ~66%. This bromoketone is unstable and must be used 
immediately. Also attempts to distill it at 0.1 mm Hg lead to some 
decomposition, so it should be used without further purification. 


The bromination may also be carried out with N-bromosuccinimide 
in somewhat higher yields (~77%). 


Step 3: 1-hydroxycyclopentyl-(o-chlorophenyl)-ketone-N-methylimine 


29.0g of above bromoketone is dissolved in 50 ml of liquid 
methylamine freebase. Benzene may also be used as solvent. 
After one hour, the excess liquid methylamine is allowed to 
evaporate, although increasing the reaction time to 4-5 days may 
increase yield. The residue is then dissolved in pentane and 
filtered. The solvent is evaporated to yield 
1-hydroxy-cyclopentyl-(o-chlorophenyl)-ketone N-methylimine, mp 


62 C (yield ~84%). 
Step 4: 2-Methylamino-2-(o-chlorophenyl)-cyclohexanone (Ketamine) 


The final step is a thermal rearrangement, and gives almost 
quantitative yield after 180 C for 30 min. An alternative to the use 
of decalin as solvent in this step is to use a pressure bomb. 


2.0 g of the preceding N-methylimine is dissolved in 15 ml of decalin 
and refluxed for 2.5 h. After evaporation of the solvent under reduced 
pressure, the residue is extracted with dilute hydrochloric acid, the 
solution treated with decolorizing charcoal, and the resulting acidic 
solution is made basic. The liberated product, 


2-methylamino-2-(o-chlorophenyl)-cyclohexanone (Ketamine), 
after recrystallization from pentane-ether, has a mp of 92-93C. The 
hydrochloride has a mp of 262-263 C. 


As with PCE, the freebase is too caustic to be smoked, and must be 
converted into the HCI salt in order to be consumed in this manner. 


Others 


2C-L 


2C-B 
Introduction 


The following is a synthesis of 2C-B from 2,5-dimethoxybenzaldehyde that does not require 
the use of the slightly hazardous and/or difficult to obtain reagents normally associated with 
its synthesis, notably LAH, pressurized H2, and Br2. No doubt some clandestine chemists 
have been discouraged from attempting the synthesis of what is, IMHO, a pretty cool 
substance by the nature of these reagents and the lack of a clearly written procedure for an 
alternate route that does not use them. However, alternate routes do exist, and one of 
them is detailed below. Note that this route does require one additional step to achieve the 
nitrostyrene reduction than with the use of H2 or LAH, but that the yield is actually 
substantially higher than what others have reported with those reducing systems. Also, the 
bromination procedure is somewhat unrefined at present and does not result in the 
greatest of yields or the easiest of workups, so feel free to use the classical procedure if 
you want to make or buy your own bromine. As a final note, although this route will happily 
accommodate batch sizes of ~50g in 2L glassware, it does not scale anywhere near as 
well as catalytic hydrogenation, so if you're trying to go huge, it's probably not for you. 


Procedure 


Step 1: Condensation of 2,5-dimethoxybenzaldehyde with nitromethane 


oO iO om 
4 CH,NO, S_-NO, 
——_— 
NH,OAc 
Oo Oo 


Ina 500mL RBF equipped with a reflux condenser and a stir bar, place 100g 2,5- 
dimethoxybenzaldehyde, 15g ammonium acetate, and 250mL of nitromethane. Heat to a 


gentle reflux while magnetically stirring. Maintain reflux for ~45min, by which time the color 
of the solution should progress from clear/yellow to a deep reddish-black. Remove heat and 
carefully pour the hot rxn mixture into 1L of ice-cold 70% IPA. Allow the IPA/rxn mixture to 
stand for a while. You should now have a flask full of orange solids floating in red/black 
mother liquor. Vacuum-filter the solids and wash them with additional portions of ice-cold 
70% IPA until the filtrate is no longer reddish. Thoroughly dry the collected orange solids 

by pulling air through the filter for a while and then under vacuum. It is very important that 
the nitrostyrene be completely dry before proceeding to the next step. 


Yield - 106.1g (84%) of 2,5-dimethoxy nitrostyrene 
Purity - Single spot by TLC, NMR is clean 


Step 2: Sodium borohydride reduction of 2,5-dimethoxy nitrostyrene 


Oo” Om 


NO, NO 
NaBH, 


Into a dry 2L RBF flask equipped with a stir bar was added 400mL of anhydrous ethanol (If 
you can't get anhydrous ethanol, use anhydrous IPA (Do not use methanol!!!). The rxn was 
cooled to 0°C in an ice/water bath and 36.2g of sodium borohydride was added (slight H2 
evolution). A pressure-equalized addition funnel was charged with a pre-made saturated 
solution of 50g 2,5-dimethoxy nitrostyrene in THF (about 600mL) and attached to the flask. 
A piece of tubing was attached to the top of the addition funnel and ran outside to vent the 
hydrogen that would evolve during the course of the reaction. While maintaining the 
ice/water bath, slowly (reaction is exothermic, so go slowly) all of the bright yellow 
nitrostyrene solution (refill the addition funnel if necessary) was added to the sodium 
borohydride solution over the course of ~90 min (Note: gas will evolve over the course of the 
addition. It is H2. Be careful). After the addition is complete, the rxn was allowed to stir for an 
additional 10 min and then poured into a 4L erlenmeyer containing 1L of H2O and a 3" stir 
bar (H2 evolution). While stirring, 250mL glacial acetic acid (Heavy H2 evolution) was 
carefully added (one could use 400 mL 31.45% HCl). The quenched reaction mixture was 
divided into three portions. In a 2L sep funnel, each portion was combined with 500mL Et2O 
(or toluene) and 500mL brine. The funnel was shaken and the aqueous (bottom) layer was 
discarded. The organics were washed with 3 additional 500mL portions of brine. This was 
repeated with the other two portions. The organics were combined, dried over MgSO4, 
filtered and the solvent evaporated to give a clear yellow oil. 


Yield - 47.0g of crude 2,5-dimethoxy nitroethane 


Purity - Two spots by TLC. NMR analysis indicates a 50:1 molar ratio of the desired 
product to dimeric impurity (this is the only impurity present). Adjusted yield of 2,5- 
dimethoxy nitroethane is 45.2g (89.5%). 


Step 3: Catalytic Transfer Hydrogenation of Crude 2,5-dimethoxy nitroethane 


om oe 
NO, PdiC NH, 
> 
HCOONH, 
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The crude product of the previous step was dissolved in 400mL MeOH and placed in a 1L RBF 
equipped with a stir bar. In a separate beaker away from all combustible materials, 1g of 10% 
Pd/C was carefully wetted down with MeOH and the resulting slurry transferred to the rxn flask. 
To the rxn flask was added 62g ammonium formate. The flask was equipped with a reflux 
condenser, a piece of tubing was attached to the top of the condenser, and the end of the 
tubing was submerged in a container of water (this works to exclude O2 from the rxn while 
allowing the evolving CO2 to escape). The rxn was gently refluxed for 24 h (CO2 evolution), 
cooled, filtered through celite to remove the Pd/C, and the solvent evaporated. The residue was 
taken up in 150 mL of Et2O (or toluene) and 300 mL of H2O and the pH adjusted to >12 with 
20% NaOH. The mixture was transferred to a sep funnel, shaken, and separated. The aqueous 
layer was extracted with 2x100 mL portions of Et2O (or toluene). The combined organics were 
dried over MgSO4, filtered, and gassed with HCI (2C-H*HCI is partially soluble in DCM, so don't 
gas in that solvent). The resulting white crystalline solids were filtered, washed with Et2O, and 
allowed to air dry to give 2C-H Hydrochloride. 


Yield - 43.8g (94%) of 2C-H Hydrochloride 
Purity - Single spot by TLC. NMR is clean. 


Step 4: Bromination of 2C-H Freebase 
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The 2C-H*HCI was dissolved in a 300 mL H20. The pH was adjusted to >12 with 20% NaOH and 
the aqueous layer was extracted with 4x100 mL DCM. The DCM was evaporated to give 2C-H 
freebase, which was dissolved in 500 mL of 3:1 ACOH/H2O. The rxn was cooled to OC in an 
ice/water bath. 37.3g of 48% aq. HBr was added, followed immediately by 23.8g of 


30% H202. The rxn was stirred for 6 hr, allowing the ice bath to melt. The majority of the ACOH 
was removed under vacuum and the nasty reddish-black rxn mixture was partitioned between 


1L H20 and 500 mL EtOAc (EtOAc was found to be much better for dissolving the impurities in 
this rxn than Et2O or toluene. This is messy at first, but everything should go 


into solution after much agitation). The layers were separated and the aqueous extracted 
with an additional 500 mL EtOAc. The aqueous was based to pH >12 with 20% NaOH and 
extracted with 3x200 mL portions of Et2O. The combined organics were washed with 400 
mL brine, dried over MgSO4, filtered and gassed with HCI. The resulting tan crystalline 
solids were filtered and recrystallized from boiling 1:1 IPA/Toluene to give pure 2C-B*HCI is 
a white crystalline solid. 


Yield - 34.0g (57%) of 2C-B Hydrochloride 
Purity - Single spot by TLC. NMR is clean. 


Before some jackass reads this procedure and asks me why 4 equivalents of sodium 
borohydride is used for the reduction, here is an interesting little table for your reading 
pleasure. 


Eq. NaBH4 | Molar ratio of 2,5-dimethoxy- 
al phenylnitromethane to dimer 








Sunlight's Voice: 


After several failures, we finally got an interesting success using Beaker's 2C-H synth. We 
posted it because | and others had problems with it. The rxn was carried out exactly as Beaker 
posted, no problems, everything went fine. We made the sulfate salt instead of the hydrochloride 
by adding a 1:10 H2SO4:IPA v/v to the toluene extracts until the pH was slightly acidic. Yield 
was 65% from the nitrostyrene, not the >80% of Beaker, but anyway really interesting. By the 
way, we have never got 84% of the nitro in step one, only 65-75% and reacting 2.5 hours, not 45 
minutes, at 45 minutes the rxn seemed to be incomplete. 


The reason of the success is the catalyst, all attempts with homemade catalyst gave 
miniscule yields, so we decided to buy it from Aldrich, 10% Pd/C on activated carbon, and 
now rxn finally works. In the reduction with Pd/C and ammonium formate, solid crystals are 
formed in the condenser (we guess they are ammonium carbonate) and they can clog the 
condenser. We had a little hazard in a previous test, so you need to control it and remove 
the crystals. We doubled the catalyst in order to finish rxn in 12 hours instead of 24, but 
rxn finished in about 5 hours, but we let it 12 hours. Another thing, the catalyst was 


washed with methanol, and when it was drying, it caught fire. Next time we'll make a final 
wash with water before letting it dry, so we could reuse it. 


Barium's Voice: 
For better yields: 


10g (47,4mmol) 1-(2,5-dimethoxyphenyl)-2-nitroethane was dissolved in 50ml EtOH 
containing 300mg 5% Pd/C in a 250ml rb flask. 14g (166mmol) potassium formate was 
dissolved in 9ml water (500mmol, roughly 3 eq) and this solution was added to the alcohol 
solution in one portion. The mixture was heated to 70-75deg C for 5 hours with good 
stirring. During this time the mixture became thicker and thicker due to the precipitation of 
KHCO3. After three hours the mixture was too thick to be properly stirred so another 50m! 
EtOH was added. When 5 hours had passed the reaction mixture was cooled to room temp 
and acidified to pH2 with dilute HCL , celite added and the catalyst removed by filtration. 
100ml water was added to the filtrate and then it was extracted with 2x100ml toluene. The 
aqueous phase was bashed to pH 12 with 50% aq. NaOH and extracted with 2x100ml 
toluene. The organic phase was dried with MgSO4 and removed in a rotovap leaving a 
yellow oil. This oil was dissolved in 100ml EtOAc and gassed with dry HCL. Yield 6,6g (30,3 
mmol, 64%) 2,5-dimethoxyphenyl ethylamine HCI, mp 139-140°C. 


In the presence of a catalyst hydrogen is formed according to: HCO2K + H20 _ > H2 
+ KHCO3 


DOB 
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2.84g [75mmol] NaBH4 and 1g silica gel was added to 30mL anhyadr IPA and cooled to 0°C in an 
ice/salt bath. A solution of 4.15g [18.6mmol] 2,5-dimethoxyphenyl-2- nitropropene in 25mL t-Bu- 
O-Me was then added dropwise with stirring at a rate such that rxn temp. did not exceed 5C. 
Stirring was then continued at room temp. for 6hrs. The rxn mixture was acidified by the slow 
addition of 50mL 32% HCl. 100mg HgCl2 was then added and dissolved. 3.011g [112mmol] 
aluminium foil was then added slowly. After all Al had disappeared, the rxn mixture was filtered, 
tBu-O-Me/IPA evaporated, to give red aq. layer, which was washed w/DCM, some of the red 
coloring being removed, DCM extracts perfectly clear. This was then basified, extracted w/DCM, 


DCM washed w/H20, dried over MgSO4 and evaporated to yield 1.205g 2,5-DMA as a pale 
yellow oil. This oil was dissolved in 7.6mL GAA, and under stirring 


1.135g Br2 in 2.5mL GAA was added dropwise over 4mins. The rxn mixture was left to stir for 
3hrs, poured into 125mL H2O, washed w/tBu-O-Me, basified and extracted w/DCM. The DCM 
was evaporated [forgot to add boiling chip, flask overboiled, some of product lost] to give an 
amber oil, which was dissolved in 75mL Et2O and gassed w/HCl [CaCl2 H2SO04] under stirring. 
Flask was put in a freezer for 1hr, then filtered [filtrate pH = 5.5] and air-dried 


to yield 0.69g 2,5-dimethoxy-4-bromoamphetamine hydrochloride as a white 
crystalline powder. 


Notes 


1. .5g silica gel would have the same effect and not be such a bitch to stirring. 


2. When washing the DOB.HCI/H20 w/tBu-O-Me, a huge emulsion is formed, 
which could be avoided by the addition of 50mL or so conc. aq. NaCl, or possibly 
by washing w/Et2O instead. 

3. If using Al from Al pie plates (thicker), much less molar excess (~4x) would be 


needed. 


Marijuana 


Part 1 - Understanding Marijuana Grow Mediums 


Deep Water Culture Hydroponics 


Before starting your cannabis grow, you must decide if you want an indoor growing system 
or an outdoor growing system. When it comes to indoor growing mediums, DWC, or deep 
water culture, is a type of hydroponic growing method where each plant’s roots are growing 
in a tub of water. 


One of the main benefits of a DWC system is that it promotes faster growth. Unlike growing 
cannabis in soil, roots grown in DWC don’t need to expend energy to search for what the 
plant needs; nutrients are easily accessible by the roots. 


Plants have an unlimited supply of oxygen because of added oxygen from the air 
stone in the reservoir. Since the plant is spending less energy finding what it needs to 
grow, it channels that energy to plant growth. In addition, with proper guidance and a 
quality set up, DWC takes less time to maintain than an average grow. 


A bubbler bucket reservoir is a simple system that suspends the plant's roots in a 
highly oxygenated nutrient solution. The roots are submerged in the nutrient-water 
solution in the bucket and are then replenished, as needed. 


The most important growing tip is to check on your cannabis plants daily. As with 
many processes, the easiest way to fix a problem is in the beginning stages! If 
something is wrong with your plant ina DWC system, your first step in remedying your 
plant should always be to change out the reservoir. It is common for root rot to occur 
when roots are consistently in water, therefore, it is imperative to establish a 
preventative routine of changing out the reservoir every seven days. Adding beneficial 
bacteria to the reservoir is also effective in avoiding and combating root rot. 


Keeping air and water temperatures under control are also very important measures to take. 
Air temperature should be 75-85°F when the lights are on and will drop by 10 degrees when 
the lights are off. Water temperature should remain at a constant temperature at all times. 
Your empty portholes can be used to change out the reservoir water by using a pump, 
allowing you to easily inspect what’s going on inside. 


A common mistake to avoid when growing with DWC is not checking the pH levels of the 
water. This is important for any grow! Dirty reservoirs or not using an aerator 24/7 are two 


additional crucial mistakes, as roots must have excessive oxygen so they don’t drown. While 
some people like to maintain a completely sterile reservoir with just nutrients and water and 
no traces of anything alive, there are some good sources of beneficial bacteria that can be 
added. Bad bacteria is obviously, bad, but we wanted to emphasize the possibility of bacteria 
that can benefit your grow. To avoid potentially harmful bacteria, be proactive about 
changing the reservoir water. 


In addition, having too many plants in one reservoir can lead to problems such as white 
powdery mildew. Don’t cramp your plants, instead, we recommend growing one plant per 
reservoir to allow the roots to spread out and give the leaves and buds more space. 


Flushing your plants by removing any nutrients and salts improves the quality and taste of 
your final product. By simply draining your bubbler bucket reservoir and adding plain (pH 
neutral) water for two-three days before harvest, the plant will use all its existing nutrients 
contained in the stems, leaves and buds. 


Growing Cannabis with Coco Coir 


Coco coir is another great growing method, especially for beginners. It provides the ease of 
soil gardening with the rapid growth of hydroponics by using fibrous coconut husks instead of 
a potting mix. Compared to just soil growing, it absorbs moisture much easier, allowing 
plants to take up more nutrients and retain oxygen more efficiently because of its lighter 
texture. It also provides a forgiving buffer by reducing shock stress when human errors are 
made, such as adding too many nutrients, a common mistake. 


Coco is much easier to flush than DWC because you aren’t changing an entire water 
reservoir. In fact, watering coco coir is very versatile. You can use a flood and drain 
hydroponic system, which is when the nutrient system temporarily floods from beneath the 
plant, controlled by a pump and timer, instead of dripping from above like most hydroponic 
systems. You can also use the most recognized top water to waste system, which is simply 
taking a water pail and watering your plant until water comes out of the bottom of the pot. 


When growing cannabis with coco, good quality coco coir makes an immense difference, 
especially regarding root development. For beginner growers, a three-to-one coco to perlite 
mixture is recommended as it requires less watering frequency and holds moisture and 
nutrients better. 


For more experienced growers, a one-to-one coco to perlite ratio is recommended as you 
are able to water more frequently, giving the plant more nutrient uptake and allowing more 
aggressive root growth. 


With coco, water around the outside of the pot in early stages of growth to encourage 
roots to reach out and fill up the entire container. 


Some common mistakes can occur when growing with coco if a grower allows the coco to 
get too dry, as the mixture dries quickly. Not checking the pH of the nutrient-water solution 
and not flushing on a consistent basis are also critical errors, as you are using more nutrients 
with coco and the excess residual nutrients can cause common nutrient deficiency 
symptoms. 


It’s also very important to use Cal-Mag, or Calcium and Magnesium, in your coco growing 
medium. Calcium plays a direct role in a plant’s root development, nutrient uptake and 
protein synthesis. Magnesium is an essential part of chlorophyll production, helping your 
plants with photosynthesis, as well as aiding in the synthesis of sugars and proteins. 
Together, the correct amount of magnesium and calcium will help keep your cannabis plant 
healthy. 


Outdoor Growing 


Outdoor soil growing is a common gardening technique that most people with house plants 
or vegetable gardens are familiar with. Using techniques such as top-fed watering, deep 
irrigation or wicks are all viable methods to water your plants. You can either use organic, 
composted soil, or store-bought soil with added liquid nutrients. 


To make organic soil, you need a mixture of bio live, alfalfa meal, oyster shell for calcium, 
blood meal and bone meal, humic acid to keep the roots clean, and kelp. With store bought 
soil, use organic nutrients and start adding them about three weeks into the vegetative 
stage. With synthetic nutrients, you must flush them out regularly. Flood the soil with as 
much fresh water as it can withstand and leave it for a few minutes to allow the nutrients to 
be picked up, then flood it again to get the nutrients away from the plant. 


Always remember, less is more with non-organic nutrients. If you are adding 
nutrients, a good rule-of-thumb is to add them about once a week. 


A benefit to outdoor soil growing is that if you have a good base-soil built up, it’s not 
necessary to add nutrients throughout the plant’s life cycle. That means less work for you! It 
is also likely that the smell and flavor profiles of your buds will increase as well. 


A common mistake when growing outdoors is overwatering. Wait to water your plants until 
the first three inches or so, or about knuckle depth, of soil is dry. You can gauge your soil by 
pulling the container it is in slightly outwards. Not checking the pH after mixing nutrients, or 
using nutrients too frequently are also common mistakes that you'll want to avoid. 


Don’t use miracle grow or other similar slow release soils. Your plants will not get the correct 
amount of nitrogen needed during vegetation and they will receive too much nitrogen during 
flowering. 


Part 2: Learning Cannabis Grow and Plant 
Maintenance Techniques 


Growers have recorded a plethora of marijuana growing techniques over the years to ensure 
you make the most of your crop. If you want to maximize yield and maximize the amount of 
light your cannabis plant receives, it is important to practice bending and securing parts of 
the plant, or removing parts of the plant altogether. While there are many different methods, 
it is important to note which ones will be the most sustainable for your growing medium. 


Bending & Securing Your Cannabis Plants 
Screen of Green (ScrOG) 


One technique for bending and securing parts of marijuana plants is ScrOG, or Screen of 
Green. ScrOG is perfect for an indoor grower who is only growing a small number of plants. 
In places like Colorado, for example, this method is ideal as the legal growing limit is three 
flowering plants at a time. 


ScrOG is designed to optimize the energy from a light by creating an even canopy space 
where bottom growth of the plant is forced upward to form a flat canopy. By spreading out 
the canopy and growing the plant horizontally until a few weeks into the flowering stage, 
more main cola budding sites will take place. The canopy of one plant can be grown as large 
as a four-foot canopy. 


Steps to ScrOG: 


1. Top the plant (See Removing Parts of Plants section below) when the plant is 
approximately 10 inches tall in the vegetative stage 

2. Top again at the second set of new node growth after your first top. At this stage, for 
soil or soilless, a five-gallon pot will work 

3. Repeat for each new growth. If you are growing your plant larger, you must switch to 
at least a seven-gallon pot for soil or soilless 

4. Place a screen just above the topped height 

5. Once the growth of the new tops are long enough to move to the next square, gently 
bend them down under the ScrOG trellis to the next square, tucking them under to 
the next square 


6. Continue this process as the plant continues to grow - tucking the tops horizontally 
under each ScrOG trellis square to achieve your preferred size of the canopy for your 
grow space 

7. About a week and a half into the flowering stage, stop forcing the plant horizontally 


Super Cropping 


Another bending and securing method is super cropping. This is more of a high stress 
training, or HST, method. It can be used for any growing medium, but is best to be done a 
week or two before starting the flowering stage. It involves slightly hurting the plant in a 
premeditated manner by bending the stem until the inside tissues break, being careful to not 
damage the outer skin of the stem. SuperCropping can help increase yields and possibly 
create more potent buds. 


Cannabis plants are very resilient and can pop right back up if super cropping isn’t done 
properly. Because of this, it is a favorable choice to tie down the branch after you have super 
cropped (a technique known as low-stress training). 


Steps to super cropping: 


1. Grab the stem with your thumb and index finger and squeeze it, slightly wiggling the 
stem between your fingers - kind of like you’re rolling it between your fingers. This will 
weaken the inner tissue to assist in making your bend 

2. Continue the above step until the inside of the stem feels soft and pliable 

3. Gently bend the stem over in the direction that you want it to be in. When you bend it 
over, it should be sitting at approximately a 90-degree angle 


Low-Stress Training 


LST, or low-stress training, is less harsh than SuperCropping, as you don’t physically 
damage the plant. Gently bending and tying your plants’ stems to change the shape of the 
overall plant structure will allow bigger yields and will help your plants produce multiple colas 
instead of just one. We’d recommend avoiding LST during the later stages of the plant’s life, 
as it can become more difficult due to the plant’s thicker, woodier stems. 


The LST process should be started in the early vegetative phase and can continue 
into week two of flowering. Keep an even canopy of growth to ensure your plants are 
getting proper lighting at all times. 


With LST, the main goal is to bend taller stems down and away from the middle of the plant 
so that the plant starts taking a flat and wide shape. Eventually, your plant will begin to utilize 
its light source more effectively. LST can also be used to remedy cannabis plants that are 
growing taller than other ones in your grow by helping you maintain complete control over 
the height, shape and size of the plants. 


Removing Parts of Plants 


Removing parts of a cannabis plant can also help maximize yields when growing. Some of 
the most common techniques include topping, FIMing, and lollipopping (pruning). 


Topping 


Topping is the process of completely removing the plant's main stem as a seedling by cutting 
off the newest node on your plant’s main cola, breaking its apical dominance, or tendency to 
grow one main cola, and immediately splitting the plant into two main stems. This causes the 
plant to transfer its energy to two new main colas, growing those while stimulating the rest of 
the plant to grow more wide and bushy. 


By simply pruning the tops of your cannabis plant, you can grow a bushier plant with more 
buds. Topping will reduce the height instantly as well, which could be beneficial if you’ve let 
your plant get too tall while increasing the number of colas. If done correctly, effective 
topping will improve your final yield, meaning more bud for you at harvest. 


It is best to start topping your plant when it is very young and only has a total of three 
to five nodes. 


How to top your plant: 


1. Cut off the newest node on your marijuana plant’s main cola, directly above the 
leaves of the second node. Cut through the stem, right above its second set of leaves 
from the top 

2. Use your thumb and index fingernails to squeeze and pluck away the new growth 
above, down to the first set of nodes. There should not be any more than a half inch 
of new growth to pinch off 


Often, lower branches rise to become new main colas; this is especially true if you combine 
topping with LST to open the plant and allow the lower branches to receive more light. 


FIMing 


FlMing is very similar to topping, but you’re taking about 20 percent less off the plant. FIMing 
is less stressful to your plant than topping, as it takes vegetative plants longer to recover 
from topping. FIMing also removes less of the plant’s stem than topping. By shaving the top 
of your plant instead of removing it completely, it can have comparable effects as topping 
with a reduced chance of stressing the plant and a quicker recovery time. FlMing also 
stimulates the plant to grow up to four main nodes in one pinch (rather than two with 
topping), while hardly slowing down growth or reducing the height of the plant. 


FIMing is an easy way for growers to increase their yields. 


Begin pinching or cutting your plant when it has three to five nodes in total. From there, use 
discretion based on the plants health and desired shape to determine when to FIM again. 
Remember, never FIM during the flowering stage! 


To FIM, follow these steps: 


1. When pinching, pinch a small amount on the tips of the leaves of the newest growth 
on the main cola that hasn’t elongated yet 

2. The new leaves should look “crushed,” and your plant may look odd, but this is 
normal 

3. You will know your plant is doing well when the stems begin to thicken at the base. 


We recommend FIMing and pinching over cutting your plant because it allows more room for 
error, is less stressful on the plant and leaves the damaged foliage on the plant. There area 
couple cons to FIMing, however, such as failing to break apical dominance or the creation of 
asymmetrical colas. 


Lollipopping/Pruning 


Lollipopping is a useful pruning technique. Pruning is the process of selectively trimming 
plants so that they produce the most flowers or buds. For marijuana growing, this means 
ensuring even the smallest amount of plants obtain the maximum yield. Pruning techniques 
are often used by professional growers seeking to maximize results in a limited indoor 
growing space. 


With pruning, there is no reason to keep small branches that will produce tiny buds. Pruning 
helps the plant focus its energy into the more developed branches and main colas, as well 
as keeping air flowing through all portions of the plant. Pruning should be done during the 
vegetation period of the plant’s life cycle. 


It is suggested that you prune during the last week of vegetation before beginning 
the flowering stage. 


While pruning has beneficial effects when growing marijuana plants, it can also cause 
dangerous levels of stress. Similar to humans, plants respond to stress with a hormonal 
release. In the case of cannabis plants, the response includes the release of jasmonic acid, 
a growth inhibitor. When jasmonic acid is released, plants stop growing and focus on 
healing. This is the reason why over-pruning can lead to stunted growth and should be 
conducted with great care. 


Cloning 


Work smarter, not harder! If you’re beginning to decide whether you want to start from seeds 
or clones and you want results quickly, clones are the way to go! 


The Benefits of Cloning 


Clones are essentially the exact duplicate of a plant with the same genetics and have a 
faster growing process compared to seeds. Although clones can provide a quicker route to 
harvest, be careful that you are taking clones from mother plants in good health. Growing a 
clone from a diseased mother will be problematic at best, as you will inherit the same health 
issues the mother is experiencing. As a beginner grower, dealing with plant health issues 
can be tough, so always grow with quality clones with good health and vigor. 


If you keep a mother plant, you can keep growing cannabis with the same genetics and 
cannabinoid profiles if you take advantage of its clones. A mother plant is a plant that you 
keep in the vegetative growing cycle. You will also have all female plants (only female plants 
produce buds) when cloning from a female mother cannabis plant. 


How to Take a Clone Cutting 


The process is simple. A clone is simply a stem, or cutting, from a mature (and healthy) 
cannabis plant that has been in the vegetative phase for at least two months. When cutting a 
clone, it is best to take the cut at a four to five inch height so you can start topping your 
plants when they are shorter. 


It’s also important to apply a growth hormone to the bottom portion of the 
cutting to promote root growth. 


Once you have taken your cut and dipped into a growth hormone, take your cutting and 
place it in a medium, typically rockwool or rapid rooters. Then, place your cutting inside a 
dome that allows for high humidity levels and temperatures that do not fluctuate much 
outside of 75-80°F. This process can take anywhere from five to fourteen days. 


Part 3 — Tips & Tricks for a More Fruitful Cannabis 
Grow 


Sea of Green (SOG) 


Using a technique like Sea of Green (SoG) (not to be confused with ScrOG), you can easily 
manipulate timelines to get faster yields with your cannabis plants. SoG is a strategy of 
naturally growing many little cannabis plants and putting them into the flowering stage when 
they are still small, resulting in a “sea” of plants. They will harvest quicker because they don’t 
have to be as big to support the same total number of bud sites. 


Ultimately, it is up to the grower to decide how big you would like your plants to 
be before you initiate the flowering stage. 


Considering that SoG requires no training, this technique is popular with those growing auto- 
flowering strains since these strains are tough to exemplify most of the traditional plant- 
training methods. Auto-flowering strains automatically switch from vegetative growth to the 
flowering stage with age, rather than differentiating vegetative and flowering environments. 


If you are living somewhere with legal plant limits, SoG is more difficult because you are 
growing many small plants instead of training fewer big plants to fit your space. If you can 
grow as many plants as you want, it is a faster harvesting choice, and you can grow different 
strains at once. 


How to Create a Sea of Green 


To make your own sea of green, start by growing seeds or clone cuttings using 18 to 24 
hours of light until they reach around one to 12 inches in height. Space the plants out about 
one or two plants per square foot. Change the lighting to 12 hours on and 12 hours off when 
they are about four to six weeks old to force flowering. 


Many growers top their seedlings when they have four to six pairs of leaves and give 
them an extra few days to a week in the vegetative stage. 


Once complete, all that’s left is to harvest your plants when they are ready! 


Using Enzymes to Maximize Fertilizer 


Another tip to speed up your harvest is to use enzymes to maximize fertilizer for your 
cannabis plants. Mycorrhiza, literally meaning “fungus root,” is a cannabis treasure! It helps 
your cannabis plant with nutrient and water absorption by increasing the surface-absorbing 
area of the roots and releasing enzymes which help dissolve nutrients that are more difficult 
for the plant to capture. These nutrients include nitrogen, phosphorus, iron and other tightly 
bound nutrients. 


Azos and Mykos are also a great pair of bacteria for your cannabis plant. 


Azos is a beneficial bacteria used in the rooting stage of clones. It promotes growth while 
boosting natural root development by converting nitrogen into a usable form for the cannabis 
plant. You simply mix it into water after the water has been adjusted to a pH level of 5.8. It is 
recommended to soak grow cubes in this azos mixture for best results. 


Mykos is sprinkled on the roots and grow medium and is typically used during transplanting. 
Mykos is a natural species of soil fungi that helps a plant develop stronger roots, promoting 
better uptake of nutrients and water. 


Harvesting, Drying and Curing 


Finally, it's harvest time! To start drying your cannabis plant, the temperature should be set 
to 70°F and the humidity to 50% with absolutely no light! 


The hanging method is the most popular when it comes to drying cannabis. Cut your 
branches into one to two foot sticks and use a thin wire to tie them in a long strand from the 
ceiling of a grow tent. Keep them about one foot off the ground. Continue using a fan to 
circulate air, but be careful to not point the fan directly on the drying buds. 


If you are using a dehumidifier, also be careful not to hang the drying buds 
above the exhaust of the dehumidifier. 


Once the stems of the individual buds start to snap when you bend them, the drying process 
is complete. 


Once drying is complete, it’s time to cure your buds. We recommend using glass jars and to 
fill them about % full of bud. Keep the jars stored in a cool, dark place around 70°F to 
properly cure your buds. This process takes about four weeks and should not be rushed. 


It is important to burp the jars, or let some air in, periodically so mold doesn’t start 
growing. 


For the first week, burp the jars for one hour each day. For the second week of curing, burp 
the jars for 30 minutes each day. For week three, burp for fifteen minutes a day for the first 
half of the week and add humidity packs, such as Boveda, during the second half of the 
week. In week four, you will not need to burp, and it will be about time to enjoy some fresh, 
tasty, homegrown buds. 


